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CHROMATOGRAPHY 


our previous six advertisements 
have described most the important 
chromatographic techniques. Through- 
out, the emphasis has been the impetus 
given organic, inorganic 
chemical analysis paper chromato- 
graphy, and the opportunities for its 
use that still exist unexploited many 
laboratories. 

this, the last advertisement the 
series, our concern has shifted from chro- 
matography itself the paper that makes 
possible. problem the paper tech- 
nologist has face the absence any 
complete theoretical account what 
happens solutes and solvents within 
the cellulose texture. Lacking definitive 
physical chemistry, must apply 
paper production not only his technical 
knowledge, but also empiricism born 
perience. 

entirely due the technologist’s 
skill that papers have been evolved with 
the diverse properties required 
ever-growing number chromato- 
graphic techniques. closely control- 
ling the quality his products, the 
technologist has produced papers 
purity which compares with 
that analytical chemicals. 


would assistance you would quote the 
reference when writing for 
REEVE ANGEL CO. LTD 
BRIDEWELL PLACE LONDON EC} 

also Duane Street New York 


Distributors 


PAPER TECHNOLOGY ITS CONTRIBUTION GROWING SCIENCE 


For many years the Balston laboratories 
have explored, exploited and advanced 
the technology paper pace which 
has entirely satisfied the need for 
variety physical properties embodied 
wide range shapes and sizes. To- 
day unexcelled range Whatman 
papers can offered both for chroma- 
tography and for its kindred technique, 
electrophoresis. Papers are made 
circle, sheet, strip and the economical reel 
form. For specialised techniques pattern 
forms are available can cut order. 

Trial packets with selection stand- 
ard papers are marketed for the benefit 
laboratories which, newcomers 
chromatography, wish discover the 
most suitable paper for their needs. 

These and other the properties and 
advantages Whatman filter papers are 
discussed the booklet Guide’. 
You will find and its companion Price 
List useful. Write for free copies the 
address below.* 
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ANALYTICAL ABSTRACTS 


1.—GENERAL ANALYTICAL 
CHEMISTRY 


1415. Experience the use the method 
mathematical statistics for setting standards per- 
missible deviations between the results analyses. 
Yu. Fainberg and Ginzburg (State Sci. 
Res. Inst. Non-Ferrous Lab., 
1956, (10), 1157-1166.—The results 
application statistical methods data obtained 
the analysis copper and zinc ores, 
concentrates, etc., are reviewed. SMITH 


1416. Report standard samples and related 
materials for spectrochemical analysis. American 
Society for Testing Materials. A.S.T.M. Special 
Tech. Pubn. No. 1955, list the 
compositions and American suppliers 2100 
spectrographic standards covering pure metals and 
alloys given. B.N.M.R.A. ABSTR. 


1417. Particle-size determination powder metal- 
lurgy: general review available methods. 
Phelps. Metallurgia, Manchr, 1956, 54, 
The following methods are reviewed—sieving, 
microscopic, sedimentation and decantation, elutri- 
ation (liquid gas), hydrometer, turbidimeter and 
gravimetric. Possible new techniques are discussed 


1418. Effect internal hydrogen bonds pro- 
perties organic analytical reagents. 
Kul’berg, Molot and Mustafin (Saratov 
Univ., USSR). Khim. Zhur., 1955, (6), 
reactions given org. reagents with Cu, Fe, Pd, 
Al, Be, Co, hydrazine and boric acid varies 
parallel manner with the ability given reagent 
form internally H-bridged complexes with the 
substances. 


1419. New complexones. 
acetic acid. Lastovskii, Yu. Vainshtein, 
Dyatlova and Ya. Temkina (All-Union 
Sci. Res. Inst. Chemical Reagents, Moscow). 
Zhur. Anal. Khim., 1956, (4), 405-409.—To 
prepare fuchsinehexa-acetic acid, 90g chloro- 
acetic acid neutralised with NaOH and 
water 80°. The mixture (pH 10) main- 
tained for hr. 100° and then cooled and filtered. 
The filtrate made acid methyl orange with 
the ppt. collected, dissolved NaOH, 
re-pptd. with acid and recrystallised from water 
give violet cryst. powder, sol. 
NaOH soln., slightly sol. ethanol and hot 
water, and almost insol. cold water. 
the max. absorption 585 and the 
max. 560 The compound the trisodium 
salt, aq. soln., has indicator properties. 
transition from red violet occurs 4-2 
and another from violet colourless 11-8 


Be?+, V5+, and Ca?+. Lead 
gives bright red complex. change occurs 
(0-2 one micro drop), buffer soln. (succinic 
acid and borax) (pH used; Fe, Cd, Ag, Hg, 
La, and interfere, but Cu, Ni, and 
not. The stabilities the various complexes 
are studied polarographically and the values 
four different values are given. 


1420. Reagents based 
Cristau and Pfister (Fac. Méd. Pharm., 
Marseille, France). Chim. Anal., 1956, (11), 
table given reagents derived 
from the poly acids and together with 
their various applications and many references 
original papers. study has been made the use 
the Wavelet, the Folin and Denis, and the Folin 
and Ciocalteu reagents for the estimation cate- 
chol, ascorbic acid and morphine hydrochloride. 
these three cases the Folin and Ciocalteu reagent 
was found most useful since was the most 
sensitive reagent for ascorbic acid and morphine 
hydrochloride and only slightly less sensitive than 
the Wavelet reagent for catechol. The Folin and 
Denis reagent was much less sensitivity all 
instances. SLATER 


1421. Microcrystalloscopy compounds Rein- 
ecke’s salt. Finikov. Uch. Zap. Saratov. 
Univ., 1955, 42, 97-101; Ref. Zhur., Khim., 1956, 
Abstr. No. 36,102.—Reinecke’s salt (I) gives stable 
ppt. with Cu+, Ag+, Hg+, Hg?+, 
Pb?+, and methods 
are described for the detection and 
compounds and also the use mixtures 
soln. and Co(NH,), for the detection 


1422. New fluorescent indicators for acid base 
titrations. and (Inst. Anal. 
Chem., Masaryk Univ., Brno, Czechoslovakia). 
Chem. Listy, 1956, (8), 
hydroxy-4-methylcoumarin (I), 
(II) and (III) have 
been found suitable indicators for fluorescent 
acid base titrations strong and medium-strong 
acids bases. The changes fluorescence are 
follows—I, 6-2, none blue; II, 5-6 
6-4, slightly green blue; III, 6-4 7-3, 
yellowish green dark green. One two drops 
ethanolic soln. the indicator were 
used for the titrations. The soln. are stable. 


1423. Analysis for industry. [Primary standards 
Chem. Mfr, 1956, 32, literature 
reviewed, describing the use new primary 


Abstr. 1424-1431] 


standards, including bis-(3: 5-dinitrobenzoate), 
2:4:6-trinitrobenzoic acid, 
methylamine, 4-aminopyridine, maleate hexa- 
hydrate and diethylenetetra-ammonium sulphato- 
cerate, and methods purification NaCl for 
use primary argentimetric standard. (14 refer- 
ences.) 


1424. Use solutions thiourea volumetric 
analysis. Yatsimirskii and Astasheva 
(Ivanovo Chem.-technol. Inst.). Zhur. Anal. Khim., 
1956, (4), determine Hg, suitable 
vol. (10 ml) 0-025 0-2 thiourea and 
drops saturated ethanol soln. diphenyl- 
carbazide drops saturated ethanol soln. 
150 with water, and titrated with the mercury 
soln. until the colour change (to bluish violet 
yellowish orange) occurs. Alternatively, the mer- 
cury soln. mixed with excess thiourea and the 
excess determined titration with 0-025 
the insol. complex containing thiourea and picrate— 
The soln. containing 
acid soln. and diluted calibrated 
filtered and titrated with 0-025 
with diphenylcarbazide indicator. Mercury, Bi, 
Ag, Cu, and large amounts interfere. 

SMITH 


1425. Precipitation chromatography cations 
with 8-hydroxyquinoline. II. Hideo Nagai (Chem. 
Dept., Faculty Kumamoto Univ., Kuma- 
moto). Chem. Soc. Japan, Pure Chem. Sect., 
1956, (8), chromatographic 
separation Co, Ni, and was studied 
circular filter-paper (diameter impreg- 
ethanol, for 100 acid (2%) 
saturated with n-butanol the best developer. 
The sheet treated with NH, vapour for revealing. 
The bands Co, Ni, and are clearly separated 
the order given, although that for con- 
taminated with small amount Fe. Saito 


1426. Chromatographic method analysis 
Zavod. Lab., 1956, (9), review 
with references. SMITH 


1427. Volatilisation analysis. (Inst. 
Phys. Chem., Friedrich Schiller Univ., Jena). Chem. 
Tech., Berlin, 1956, (10), 588-594.—Full descrip- 
tions are given the methods and apparatus 
employed the following high-vacuum volatilisa- 
tion analysis processes. (7) Qualitative analysis 
heat volatilisation the entire sample under high 
vacuum and condensing the vapours cooled 
tube the form separate rings the individual 
components along the tube. (ii) Quantitative 
analysis wherein the sample heated vacuo 
appropriate temp. volatilise more volatile 
component for condensation and weighing; this 
particularly useful for analysing alloys. Discussions 
are given the principles governing quantitative 
separation particular metals particular alloys, 
and the requisite temp. and time heating. 
Several alloy estimations are described, including 
Cd-Pb (Cd cannot separated from Hg). 
Advantages the methods are speed, accuracy 


2.—INORGANIC ANALYSIS 


1428. Applications radio-isotopes chemical 
research and analysis. Willard (Univ. 
Wisconsin, Madison, U.S.A.). Int. Conf. Peace- 
ful Uses Atomic Energy, 1955, [1956], 15, 24-31.— 
review presented the uses radio-isotopes 
the study exchange reactions, identification 
free radicals, polymerisation, intermolecular 
exchange, surfaces, mechanisms org. reactions 
(e.g., Fischer Tropsch synthesis), and analytical 
techniques (activation, isotopic dilution and carrier 
techniques). (49 references.) 


1429. Application radioactive isotopes chemi- 
cal analysis. Alimarin. Int. Conf. 
Atomic Energy, 1955, 15, 
review made the use tracer 
techniques for studying the behaviour elements 
ultra-micro concn. during pptn., co-pptn., 
extraction, electrolysis and distillation, and the 
stability complex compounds, quant. determina- 
tion elements isotopic dilution, radiometric 
titration, and control methods chemical and 
metallurgical industries. (85 references.) 


1430. Rapid drop-desorption method separatin 
and identifying radio-elements short life. 
Troitskii (V. Vernadskii Inst. Geochem. and 
Anal. Chem., Acad. Sci., U.S.S.R., Moscow). Zhur. 
Anal. Khim., 1956, (4), the drop- 
desorption method separating and identifying 
radio-elements with half-life less than hr., the 
soln. containing mixture radio-elements 
placed filter-paper, together with small amount 
sol. salt the element the radioactive isotope 
which desired determine. The paper 
then treated with specific reagent which produces 
finely dispersed ppt. (100 200 the pores. 
The unwanted radio-elements are removed drying 
the paper and placing suitable acid. The 
sought-for element and the bearer element remain. 
Many examples the use the method are given. 

SMITH 


ANALYSIS 


inorganic analysis West (Univ. Bir- 
mingham, England). 1956, 
54, 47-51.—The separation elements groups 
VIA and VIIA and the transition metals con- 
sidered. isoButyl methyl ketone ethyl acetate 
will extract from solution; various organic 
solvents will extract and amyl acetate can 
used for the dithiol complex this element; 
ethers related compounds will separate 
uranyl nitrate. The selective extraction does 
not yet appear practicable. For Mn, pyridine 
extraction from alkaline permanganate solution 
satisfactory. similar procedure suggested 
for and Tc, which may also removed 
CHCl, treatment. 
Many methods for the extraction are dis- 
cussed, including consecutive separations, from 
chloride solution with amyl acetate then from thio- 
cyanate solution with phosphate. The 
CCl, extraction dithizonate and the use 
solvent for separating the presence 
dimethylglyoxime oxine present interesting 
possibilities. Lay 
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2.—INORGANIC ANALYSIS 


1432. Non-ferrous metallurgical analysis. 


Analyst, 1956, 81, 619-650.—A review with 207 
references. 


1433. Chemical indicators. The complexes 
formed catechol violet with bivalent metals. 
Cifka, Ryba, Suk and Malat (Inst. Anal. 
Chem., Charles’ Univ., Prague, Czechoslovakia). 
Chem. Listy, 1956, (6), 
relations and the structure complexes catechol 
violet with Cu, Pb, Zn, Ni, Co, Cd, and 
were studied using colorimetric and potentio- 
metric methods, and the corresponding constants 
complexity are given. has been found that 
catechol violet forms two sorts complexes with 
bivalent metals—monometallic (blue violet) and 
bimetallic (blue). The stability these complexes 
increases the Mn?+, Co?+, 
Pb?+ and The constants bi- 
metallic complexes are smaller than those mono- 
metallic, but the formation bimetallic complexes 
accompanied more distinct change the 
colour the indicator. The graphical and mathe- 
matical evaluation the results described. 


1434. Nitrometry inorganic salts. II. Applica- 
tion the use oxine binary mixtures. Yoshio 
Takino (Pharm. Faculty, Osaka Univ., Hotarugaike, 
Toyonaka, Osaka). Pharm. Soc. Japan, 1956, 
(8), 871-874.—Metals (10 200 that form 
insoluble oxinates are determined nitrometry 
with error <1% (Anal. Abstr., 1956, 2962). 
This method was applied binary mixture, 
which produces oxinates under different conditions. 
The mixtures and Mg, and and are 
analysed pptn. different values. Cadmium 
and are separated cation-exchange method, 
followed elution with 0-4 HCl (Cd) and 
(Zn). The separation and effected 
the use anion-exchange resin, which 
are masked with CN-. 


1435. Analysis mixtures mineral acids 
electrometric non-compensating method. 
Chirkov (A. Gorki Ural State 
Lab., 1956, (9), apparatus con- 
sists platinum indicator electrode, copper 
copper sulphate reference electrode 1956, 
22, 896), galvanometer microammeter, resis- 
tance and stirrer. mixture two mineral acids, 
H,SO, and HNO, and H,PO,, H,SO, 
and CrO,, HNO, and titrated with 0-1 
alkali the presence which with Mn?+ 
and forms oxidation reduction system 
the platinum electrode. The potential deter- 
mined the concn. unit change over 
the range corresponds potential change 
curves showing the variation 
potential with vol. titrant added, straight lines 
are drawn through the parts differing slope, the 
points intersection are read off, and the results 
calculated the contents the individual acids. 


1436. Determination radon uranium mines 
the charcoal adsorption method. Cadudal. 
Phys. Radium, 1955, 16, 479-482; Rapp. Cent. 
Et. Nucl. Saclay, 1955, No. 373.—Radon deter- 
mined drawing measured vol. air through 
cartridge filled with activated charcoal. The 
B-radiation emitted Ra-C the charcoal 
then counted with Geiger counter. Between 


[Abstr. 1432-1440 


and 200 litres air may drawn through the 
cartridge and the sensitivity limit the technique 
curie per litre. The apparatus light 
and portable, and the sampling procedure 
occupies only min. 


1437. Analysis traces impurities the rare 
gases optical excitation with ultra-high-frequency 
discharges. Servigne, Montgareuil and 
Dominé. Compt. Rend., 1956, 242 (24), 
2830.—A method determining traces impuri- 
ties, e.g., rare gases high-frequency 
excitation with magnetron, and spectrometric 
observation the light emitted, described. 


1438. Synthesis and applications new analytical 
reagents for potassium. VI. Tetranitrophenothia- 
zine. (Chem. Dept., Faculty Sci., 
Okayama Univ., Tsushima, Okayama). Chem. 
Soc. Japan, Pure Chem. Sect., 1956, (8), 
1272.—Phenothiazine-5-oxide, prep. from pheno- 
thiazine, nitrated with mixture conc. HNO, 
and fuming HNO, vol.) produce 
1:3:7:9-tetranitrophenothiazine (I), which 
crystallised from glacial acetic acid. soln. 
quantitatively precipitates (0-1 0-5 per ml) 
and the ppt. dried 110° for min. before 
being weighed. The estimation vitiated 
and Na. 


1439. Determination radio-caesium fission 
product mixtures. Hahn and Backer 
(Wayne Univ., Detroit, Mich., Nucleonics, 
1956, (5), 90-95.—The method based the 
quantitative carrying radio-caesium and 
caesium potassium carrier (as soln. the 
chlorides) the sample soln. Make the soln. just 
acid the addition dil. HCl dil. NaOH. 
Scavenge adding 0-5ml FeCl, 
Sr?+ per ml) followed Na,CO, dropwise till 
alkaline, then add excess. Centrifuge and 
discard the ppt. Repeat the scavenging twice. 
Add thymol blue indicator and dil. the end- 
point. Add Sr(NO,), (10 per ml) 
Stir the soln. and cool for hr. Filter, wash 
the ppt. with water and then with ether. Dry 80° 
90° for hr. Weigh and count the ppt. Correct 
the count for the gravimetric yield. prepared 
stirring MgO with 12g hexanitrodi- 
phenylamine dissolved 500 water for hr. 
The soln. filtered after hr. Decontaminations 
results quoted have error 


1440. Polarographic reduction tervalent copper. 
JenSovsky (Inst. Hyg. and Ind. Diseases, Prague, 
Czechoslovakia). Chem. Listy, 1956, (8), 
was studied with various indi- 
cator electrodes (Hg, Mo, Pt). Optimum results 
were obtained with platinum vibrating electrode, 
and KOH supporting electrolyte, when 
pseudomaximum appeared. The wave tervalent 
copper salts can also registered the presence 
oxygen. The results this investigation were 
used for the direct polarographic determination 
tartrates. The velocity the oxidation citrates 
means tervalent copper salt was also studied, 
with molybdenum electrode. ZYKA 


Abstr. 1441-1447] 


1441. Photo-electric colorimetry copper 
ferro-alloys. Takuya Imai and Shinko Nagumo 
(Developing Nippon Denko Co. Ltd., 
Shinagawa-ku, Tokyo). Chem. Soc. Japan, Ind. 
Chem. Sect., 1956, (8), colorimetric 
determination with diethyldithiocarba- 
mate (I) was applied the analysis ferro- 
manganese, -silicon and -molybdenum and silico- 
manganese. Both and are extracted into 
the layer CCl,, but are transferred into the aq. 
layer shaking with aq. Small 
amounts Ni, and not vitiate the estima- 
tion. The working curve prepared with ferro- 
alloys known copper content. The results 
compare favourably with those the titration 
and diluted, and portion treated with citric 
acid (20%, aq. NH, soln. and 
(0-1%, product shaken with CCl, 
(20-0 ml) for min., and the CCl, washed with 
0-5 aq. NH, (20 ml) before measuring the extinc- 
ml), HCl (1-2 ml) and H,SO, ml). 


1442. Separation copper and aluminium the 
ion exchanger Wofatit L150 the estimation 
copper aluminium alloys with the aid diethyl- 
dithiocarbamate. Oehlmann (Dtsch. Amt fiir 
Material- und Warenpriifung, Halle). Chem. Tech., 
Berlin, 1956, (9), 544-545.—In improved, more 
accurate and rapid method for estimating 
CCl, extract complex the with diethyl- 
dithiocarbamic acid (formed ammoniacal am- 
monium citrate solution), the alloy dissolved 
dil. HCl and the separated with Wofatit 
are added, and the mixture concentrated 
with and run through column 
Wofatit L150 previously activated with 
the then eluted with HCl The 
eluate diluted 100 with water, suitable 
acid, and the mixture shaken with ml). 
Immediately after separation, the org. layer 
filtered through anhyd. Na,SO,, the filtrate made 
with CCl, and the extinction measured 
within min., against blank (with S50 filter 
and Nitra lamp). The percentage deter- 
mined reference graph prepared from the 
use standard solution containing known 
amounts Cu. The method useful for alloys 

WHITEHEAD 


1443. Benziminazole reagent for silver. 
Dutta (Inorg. Chem. Lab., Indian Ass. for 
the Cultivation Science, Calcutta). Indian 
Chem. Soc., 1956, (6), 389-393.—Benziminazole 
precipitates quantitatively ammoniacal 
medium AgC,H,N,; Cu, Ni, Co, Fe, Mn, Cr, Cd, 
Zn, and not interfere the presence 
ammoniacal EDTA (disodium salt), nor Be, 
Ti, Al, and the presence tartrate. 
Precipitation incomplete the presence am- 
monium salts. 


2.—INORGANIC ANALYSIS 


1444. The determination gold cyanide 
solutions precipitation with sodium sulphide and 
Kakovskii and Golovin. Report Sym- 
posium: ‘‘Sovrem. Metody Anal. Metall., M., 
1955, 214-216; Ref. Zhur., Khim., 
1956, Abstr. No. 25,958.—To the cyanide soln. 
(500 ml) add Na,S.9H,O the sodium salt 
mercaptobenzothiazole, the necessary quantity 
and allow cool slowly. the cold soln. add 
slowly and with stirring 0-2 0-3 the sodium 
salt mercaptobenzothiazole aq. soln. (to 
improve the filtration the ppt.). and 
without washing the ppt. dry glazed plate. 
Mix with assay lead, cupel and weigh. The 
method gives more accurate results than pptn. 
zinc dust the analysis dirty and weak cyanide 


1445. The absorption spectrum the ion. 
and Beran (Polarographic Inst., 
Acad. Sci., Prague, Czechoslovakia). Chem. Listy, 
1956, (8), u.v. light and the 
presence excess Cl-, yield inten- 
sive asymmetric absorption zone having the maxi- 
mum Its structure and properties are 
discussed. 


1446. Detection beryllium ions. Zolotu- 
khin (Iv. Franko Lvov State Univ.). Zhur. Anal. 
Khim., 1956, (4), 508-509.—The method based 
the reaction— 

treated with NaOH soln. until red 
phenolphthalein. Acid then added 
decolorise the soln., followed few drops 
which has been neutralised phenol- 
phthalein. the presence Be, the red colour 
returns. approximate evaluation the amount 
can obtained titration with acid. The 
amount detectable 0-4 per SMITH 


1447. New reagents for the colorimetric deter- 
Lukin and Zavarikhina (All-Union Sci. Res. 
Inst. Chemical Reagents, Moscow). Zhur. Anal. 
groupings colorimetric reagents for are con- 
sidered and various possible reagents are synthesised. 
obtained coupling diazotised acid 
with acid, gives acetate buffer soln. (pH 5-6 
6-0) sensitive colour reactions with and 
(0-2 either these cations can detected 
Beryllon II, obtained the coupling 
diazotised acid with chromotropic acid, more 
specific and has greater range usefulness than 
beryllon prepare beryllon [8-hydroxy- 
8’- 
6’-disulphonic acid, di- 
tetra-sodium salt] acid (monosodium 
salt) are suspended water containing 
conc. HCl and diazotised during min. 
water. After min. the soln. treated 
room temp. with soln. chromotropic 
acid (disodium salt) and sodium acetate 
water. The mixture stirred for hr. and 
then filtered. The paste dissolved heating 
with 150 water, the soln. filtered, and the 
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2.—INORGANIC ANALYSIS 


hot filtrate treated with conc. HCl and 
then set aside cool slowly. The violet brown 
crystals are collected and washed with 
dil. HCl 8), then recrystallised, dried 170° 
and converted into the disodium salt, which sol. 
water, ethanol and HCl give crimson soln., 
NaOH and soln. give violet 
soln., and conc. H,SO, give blue soln., but 
almost insol. acetone, benzene and The 
tetrasodium salt, obtained omission the HCl 
treatment, has similar properties, but less 
sol. ethanol. SMITH 


1448. Colorimetric determination beryllium 
means the new reagent beryllon 
Karanovich (All-Union Sci. Res. Inst. Chemical 
Reagents, Moscow). Zhur. Anal. Khim., 1956, 
(4), soln. beryllon (cf. Anal. 
Abstr., 1957, 1447) are red violet acid and 
neutral media and violet alkaline media. Beryl- 
lium gives blue colours over the ranges 5-1 6-2 
and 11-5 Other elements that give colours 
and the relevant ranges are—Ca, 14, 
blue; Mg, 14, blue; Al, violet; Al, 11, blue; 
5-6 7-6, brown; Cu, 6-0, dark blue; Cu, 
8-0 14, light blue; Ni, 8-8 13, blue; Co, 9-0 14, 
blue; Mn, blue; Mo, 12, blue; 13, 
violet blue; Sc, blue; Th, blue; and 
Pd, 14, blue. coloured compounds are 
given Ba, Li, Pb, Cd, Zn, As, 
Os, Pr, and The reagent used 
0-02% aq. soln. For the lower range, 
hexamine buffer soln. preferred acetate 
buffer soln., and 0-2 can detected 
soln. the sensitivity the same, but the reagent 
more generally useful for Be; the max. colour 
intensity attained after min. and stable for 
hr. Interference all other metals except 
can prevented addition EDTA (disodium 
(disodium salt) soln., 0-2 10% NaOH soln., 
give vol. 5ml. After min. the colour 
compared with that scale standards 
examined photocolorimetrically 600 
ion 100 can rendered harmless intro- 
ducing into the sample soln., and also into the 
standards before the addition NaOH, 
0-3 ascorbic acid soln. excess the 
reducing agent destroys the colour the complex 
with Be. SMITH 


1449. Separation beryllium from aluminium 
and other elements the method extraction. 
Alimarin and Gibalo (M. Lomonosov 
Moscow State Anal. Khim., 1956, 
(4), 389-392.— From soln. containing the 
acetone complexes Al, Cr, Co, Fe, Ni, Mn, Zn, 
Cd, Pb, Cu, Ca, and the presence 
EDTA (disodium salt) none the bivalent elements 
except extracted CCl,, and the tervalent 
elements are extracted only strongly ammoniacal 
medium. separate from Al, the soln. 
sodium salt), 5ml 15% aq. soln. acetyl- 
acetone and two drops conc. aq. and shaken 
with CCl, min. The solvent layer 
removed and the extraction carried out two 
further times with the addition the same amounts 
acetylacetone, aq. and CCl, before. The 
combined solvent layers are shaken with 


water and conc. HCl, the aq. layer con- 
taining the evaporated nearly dryness, the 
determine bronze, the sample (150 
3), the soln. evaporated nearly dryness, 
The soln. separating funnel mixed with 
soln. EDTA (disodium salt) the salt for 
120 soln. made slightly ammoniacal and 
mixed with acetylacetone, and then ex- 
tracted with CCl, for min. The 
extraction repeated twice with acetyl- 
acetone and CCl, each time. After re- 
extraction, determined BeO. Aluminium 
and can extracted from the soln. after removal 


1450. Contamination during the micro-determina- 
tion magnesium with 8-hydroxyquinoline. 
Butler and Field (Animal Diseases Res. Ass., 
Moredun Inst., Gilmerton, Edinburgh). 
1956, 81, the investigation methods 
for the micro-determination certain bio- 
logical materials, unsatisfactory results were ob- 
tained with the 8-hydroxyquinoline method 
Davidson (Analyst, 1952, 77, 263). The standard 
graph for obtained measuring the 
extinction after liberation from the 
oxinate 0-1 HCl was not linear. was then 
found that the oxinate ppt. obtained from pure 
magnesium soln., although adequately washed, were 
contaminated with zinc. This was traced the 
cosmetic used technician, the rubber stoppers 
the incubation tubes and smaller extent 
the galvanised-wire baskets used and the brass rotor 
the centrifuge. When the centrifuge tubes were 
left uncovered during incubation and contamination 
from other sources had been reduced minimum 
was found necessary reduce the temp. 
incubation from 80° 70°, increase the time 
from 1-5 hr., and the vol. aq. NH, soln. 
added from 3ml. The standard graph then 
followed the theoretical graph almost exactly. 


1451. New method for the separation mag- 
nesium, calcium, strontium and barium paper 
(Inst. Chem., Belgrade). Bull. Soc. Chim. Belgrade, 
1956, (2), 125-128.—The method previously 
described (Anal. Abstr., 1956, 3283) was simplified 
carrying out chromatographic separation un- 
treated paper and adding salts directly the 
solvent. Best results were obtained with lithium 
salts. Solvent composition, corresponding values 
and other details the technique are given. 


1452. Photocolorimetric titration calcium and 
magnesium compleximetry. Lheureux, 
Henry and Haniset [Chemical Research Lab., 
Colonial Ministry Chim. Belge, 
1956, (7), use EDTA (disodium 
salt) for the photocolorimetric determination 
and reviewed and series titration 
curves are given. The methods described have been 
used for the determination CaO and 
rocks and waters from the Congo. (16 references.) 
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1453. Simplification the compleximetric titra- 
tion calcium and magnesium the use 
burette with variable scale. Schiitz and 
Schweizer Landwirtschaftliche Ver- 
suchsanstalt Ziirich-Oerlikon). Chimia, 1956, 
(9), 214-215.—Calcium and magnesium are deter- 
mined plant ash, after removal phosphate and 
titration with EDTA (disodium salt). Calculation 
aliquot portion sample solution equivalent 
ash and burette with scale such that the titre 
equal the percentage CaO. The burette 
then filled zero, and second scale, with 
divisions equal 1-391 times the burette divisions, 
adjusted with its zero the first titre mark 
the burette. The second titration equal 
amount sample then gives the percentage 
MgO directly the second scale. 

DENSHAM 


1454. Determination calcium cinder [clinker] 
block. Black and Dodson (Univ. Toledo, 
Toledo, Ohio, U.S.A.). Ohio Sci., 1955, 55, 293- 
295.—Heat 10g finely powdered sample with 
250 H,O and conc. HCl. Boil for 
min., with continuous stirring. Dilute 400 
and digest steam bath for min. Filter, and 
dilute the filtrate 500ml. Transfer 10-ml 
aliquot 200-ml porcelain casserole and dilute 
Add drops 10% aq. triethanol- 
amine (16 drops much present). Raise 
the 12-5 adding 10% aq. KOH. Add 
ground with 40g Titrate with 
EDTA (disodium salt). Prior removal Si, 


1455. Paper chromatography calcium, stron- 
tium and barium. Masayoshi Ishibashi and Tenson 
Tsutsui (Chem. Dept., Faculty Sci., Kyoto Univ., 
Sakyo-ku, Kyoto). Analyst, 1956, (8), 
chromatographic separation Ca, 
and was studied with mixture ethanol 
with HCl HNO, developer. The values 
HNO, Satisfactory separation effected 
(to total 100 vol.). Barium and are revealed 
with rhodizonate (saturated aq. soln.), and 
with alizarin (saturated ethanolic soln.). This 
method applicable the detection and 


1456. Radiometric titration zinc and copper. 
and Shaposhnikova (N. Lobachevskii Gorki 
State Lab., 1956, (10), 
1149.—Zinc determined radiometrically titra- 
tion with K,Fe(CN), with ammonium mercuri- 
thiocyanate micro-scale the presence ®Zn. 
several centrifuge tubes similar vol. the soln. 
taining ®Zn, are acidified with dil. 
and diluted with water that each 
total vol. after addition various amounts 
3ml. The soln. are centrifuged and 0-2 each 
placed filter-paper. After the papers have 
been dried, the radioactivities are determined and 
the results are plotted against the vol. titrant. 
The end-point read from the graph. Since the 
curve linear over most its course the process can 
shortened determining two activities only, 


2.—INORGANIC ANALYSIS 


the first corresponding the original soln. and the 
second that the liquid after addition 70% 
the amount titrant necessary, and extrapo- 
lating the line joining the points zero activity. 
When also present the activity remains un- 
changed during the addition soln. 
until the completely pptd. This fact enables 
and separately determined. Am- 
monium mercurithiocyanate can used similarly 
since pptd. isomorphically with Zn, the 
presence ®Co. Alternatively, can 
introduced into the titrant soln. SMITH 


1457. Determination zinc and lead ions with 
ascorbic acid. Erdey and (Inst. fiir 
Allgemeine Chem., Tech. Univ., Budapest, Hun- 
gary). anal. Chem., 1956, 158 (6), 
Zinc lead ions can determined volumetrically 
the addition excess and titra- 
tion with standard ascorbic acid. The 
liberated cause pptn. 
and the excess detected potentio- 
metrically (platinum and with redox 
indicator. Oxidising and reducing agents and 
compounds that give ppt. with interfere. 
The accuracy within Procedure for 
Zn—To aq. soln. (containing 200 Zn) 
add 20% soln. (10 ml) and H,SO, 
ml) and Variamine blue soln. (0-2 0-5 ml), 
Titrate with 0-1 ascorbic acid until the soln. 
time) and continue the titration many times 
cedure Pb—With samples containing 0-1 
proceed for Zn, but with the use formate 
acetate buffer (10 ml) instead 


1458. The determination zinc and lead ions 
with potassium ferrocyanide. and 
(Inst. fiir Allgemeine Chem., Tech. Univ., Budapest, 
Hungary). anal. Chem., 1956, (6), 411-415. 
lead can determined volumetrically 
titration with standard ferrocyanide, the presence 
trace ferricyanide, with redox indicator. 
The accuracy within Procedure for 
Zn—To aq. soln. (containing 200 Zn) 
(one drop) and Variamine 
blue soln. (0-2 0-5 ml), heat 60° and titrate 
with until the violet colour 
discharged. Procedure for samples con- 
taining 0-1 proceed for Zn, but with the 
and (Cf. also Anal. Absir., 


1459. Determination the zinc content 
aluminium. Control the zinc content alu- 
minium, aluminium alloys, bauxite, alumina and 
various auxiliary materials aluminium production 
means sodium tetramethylenedithio carbamate 
with polarographic determination the end-point. 
Steuer (Vereinigte Aluminiumwerke A.-G., Lippe- 
werke, Liinen, Westf., Germany). 
Berlin, 1956, (4), 205-208.—Zinc separated 
from soln. pptn. acid soln. with 
aq. soln. tetramethylenedithiocarbamate (I). 
The ppt. extracted from slightly ammoniacal soln. 
with and, after re-extracting the with dil. 
graphically. this method can estimated 
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2.—INORGANIC ANALYSIS 


wide range materials containing Al. Exces- 
sive amounts must removed beforehand 
extraction from conc. HCl soln. with amyl 
acetate. Copper and amounts are 
separated electrolytically. Excessive amounts 
and must removed. The reagent shows 
change after having been stored for month. 


1460. Polarographic determination zinc 
aluminium bronze. Curry and King- 
Cox (S.E.R.L., Baldock, Herts., England). Metal- 
lurgia, Manchr, 1956, 54, 204-206.—A sample 
alloy drillings (0-5 dissolved HCl, with 
addition H,O, effect complete solution. Alu- 
minium powder (150 mg) add precipitate Cu, 
the mixture filtered into centrifuge tube, and 
NaOH added the filtrate, which then centri- 
fuged and decanted. The residue dissolved 
ml), NaOH added ml), and the mixture 
centrifuged and decanted. the combined 
centrifugates, gelatin solution added, and 
the solution diluted mixed well and 
transferred polarographic cell. Dissolved 
removed bubbling through and the polaro- 
mercury-pool anode). The error due the inter- 
ference colloidal Fe(OH), constant for practical 
purposes 0-015% Zn). ABSTR. 


1461. The spectrographic analysis the electro- 
lyte acid zinc-plating baths. Shlevich and 
rem. Metody Anal. Metall., M., 
1955, 198-201; Ref. Zhur., Khim., 1956, Abstr. No. 
29,389.—The soln. analysed has dextrin added 
(10 per litre), and brought into the discharge 
zone burning the discharge filter-paper 
saturated with the soln. The conditions ensuring 
const. supply the substance the discharge 
zone are described. Iron used the internal 
standard. 5ml soln. add soln. 
ml) and water (50 ml), place Petrie crucible 
and steep filter-papers the mixture. The line 
pairs used are—Zn 2800-9 2787-9; 3082-1 
3047-6 The analysis carried out the 
three-standards method. The analysis three 
samples takes only hr. 


1462. Oxalate method detecting cadmium 
the presence copper. Babkin (Donetz 
Industrial Inst.). Zhur. Anal. Khim., 1956, (4), 
503-504.—The method based the insolubility 
cadmium oxalate excess ammonium oxalate 
soln. the soln. containing Cd?+ and 
saturated ammonium oxalate soln. added until 
the copper oxalate redissolves. The ppt. col- 
lected and washed with water and tested for 
with soln. SMITH 


1463. Detection cadmium the presence 
copper. Despiller, Gurinovich and 
Yu. Anisimova (Vinnitskii Med. 
Anal. Khim., 1956, (4), 505-507.—Metallic 
precipitates both and from H,SO, soln. and 
hence cannot used for their separation. The 


1464. Co-precipitation cadmium with phena- 
and Tumanov (Sci. Res. Inst. Chem., 
Gorki State Univ.). Zhur. Anal. Khim., 1956, 
(4), salts give with phenazone 
and difficultly sol. compound, 


with which and are co-pptd. Conditions for 
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the separation co-pptn. with small 


1465. Micro-method for detection mercury. 
and Mate (Inst. Inorg. Anal. and 
Phys. Chem., Zagreb Univ., Yugoslavia). Sci. 
Yougosl., 1956, (1), (in French).—The reagent 
saturated aq. soln. nitrosobenzene kept 
drop this reagent are added 0-05 the 
soln. containing and then aq. 
The reactions are— 

H,O 
(cf. Brit. Abstr. AI, 1953, violet penta- 
cyanonitrosobenzene complex determined spectro- 
photometrically. blank test carried out with 
water place the ferrocyanide solution. The limit 
identification 0-002 Hg, and the concn. 
greater than that the ions 
UO,?+ and interfere. 

PEARSON 


1466. Accurate volumetric determination micro- 
gram amounts mercury. Kuznetsov and 
Mitrofanova (V. Vernadskii Inst. Geo- 
chem. and Anal. Chem., Acad. Sci., U.S.S.R., 
Moscow). Zhur. Anal. Khim., 1956, (4), 
429.—A new colour reagent for Hg, stilboxine, 
titrations mercuric salts with 
boxine—4 4’-di-(8-hydroxy-5-quinolylazo)stilbene- 
acid—prepared coupling the 
bis-diazo compound diaminostilbenedisulphonic 
acid with 8-hydroxyquinoline, gives aq. soln. 
4-5 brownish-yellow colour which 
changes violet the presence Titrations 
are carried out with appropriate soln. 
(0-00006 0-006 reddish-violet end-point, 
representing the mid-point colour transition 
shown comparison soln. The error 0-5 


1467. Titration small amount mercury 
with cupric diethyldithiocarbamate. 
Tanaka and Setsu Yamamoto (Pharm. Faculty, 
Kumamoto Univ., Oe-cho, Kumamoto). Japan 
Analyst, 1956, (8), weakly acid 
soln. (pH 5), react with diethyldithio- 
carbamate (I) CCl,, and decolorise the layer. 
adding the soln. small portions, 
extraction titration effected for 0-1 0-5 
similar reaction. Interference also caused the 
presence I-, and CN-, but not 


1468. Photonephelometric determination mer- 
curic chloride with hexamine and potassium iodide. 
Kas’yanenko (Pyatigorsk State Pharm. Inst.). 
Zhur. Anal. Khim., 1956, (4), 500-502.—The 
reaction described Korenman (Z. anal. Chem., 
1934, 95, used. The soln. containing 
amount HgCl, sufficient give concn. 
0-5 0-8 per the reaction mixture 
treated with hexamine (to give preferably 
0-95 per ml) and (to give preferably 0-05 
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per ml) and diluted soln. examined 
means differential photonephelometer. 
SMITH 


1469. Determination boric and fluoroboric acids 
Sinitsyna (State Sci. Res. and Exp. Inst. the 
Bearing Industry). Zavod. Lab., 1956, (10), 
H,BO, carried out boiling the soln. with 
MgSO,. The sample the electrolyte diluted 
ten times) mixed with saturated MgSO, 
soln. and water and boiled under reflux 
condenser for hr. The cooled soln. titrated 
with 0-1 NaOH the presence orange 
give the content from the amount 
H,SO, formed the reaction— 

The titrated soln. then treated with glycerol 
mannitol and the total boric acid determined. 
SMITH 


1470. Detection micro amount aluminium 
with ion-exchange resin. Kiyoshi Katou, Takeo 
Murase and Hidetake Kakihana (Chem. 
Faculty Sci., Nagoya Univ., Chigusa-ku, Nagoya). 
Chem. Soc. Japan, Pure Chem. Sect., (8), 
the use the anion-exchange resin Dowex 1-XI, 
impregnated with alizarin aq. soln.). The 
colour changes gradually hr.) from blue 
violet strong purple ammoniacal soln. con- 
taining Al. measuring the time 
taken for the development the colour, the 
amount can approximately estimated. 
similar coloration results from the presence 
Zr, Be, and Zn; and 
suppress the coloration. Metals forming insol. 
hydrated oxides under the given conditions cover 
the surface the resin grains and interfere with 
the detection. 


1471. Routine determination the hydrogen 
content aluminium and aluminium alloys the 
Talbot. Inst. Met., 1956, 84, 445-452.—An 
apparatus described which based the princi- 
ple heating sample tube and drawing off 
the evolved two-stage mercury-diffusion 
pump into analytical system. This includes 
Pirani gauge consisting twin bulbs, each con- 
taining two coiled tungsten filaments, which not 
normally used for final pressure measurements but 
only for observation purposes, and McLeod gauge 
which final measurements are taken. Sampling 
and pump-table procedures and vacuum drill for 
use samples release gas contained 
cavities) are described. 


1472. Rapid method for estimation silicon and 
manganese aluminium alloys. Freitag (Dtsch. 
Amt fiir Material- und Warenpriifung, Karl Marx 
Stadt). Chem. Tech., Berlin, 1956, (9), 545-547.— 
the improved rapid methods described, solution 
the alloy (containing 0-5 20% Si) effected 
HNO, 1-84) (5:4:1, vol.), 
thereby avoiding the excessive time and difficulties 
the usual alkali treatments; estimated gravi- 
metrically (by pptn. with water, filtration, washing 
and ignition) and estimated volumetrically 
permanganate after oxidation the the 
Proctor Smith method. sample 


2.—INORGANIC ANALYSIS 


gently warmed with the acid mixture 
(for alloys the sample must first covered 
with water) till the vigorous reaction sub- 
sides, then the mixture heated between 200° 
and 250° until all graphitic dissolves, and 
finally ammonium nitrate added the still warm 
solution oxidise the colloidal formed. For 
estimating Si, water (25 according the 
silicon content) added the resulting solution 
100° and the warm mixture set aside pre- 
cipitate silicic acid, which filtered off, washed, 
ignited and weighed. For estimating Mn, the solu- 
tion prepared the same way diluted with 100 
are added, the mixture gently warmed 
effect complete solution and then boiled for 
the cooled solution, the product titrated with 
arsenous acid solution (containing 
white end-point. WHITEHEAD 


1473. Application the Hilger direct reading 
attachment spectrographic analysis Hidu- 
minium RR.50 type alloy. Mills and 
Hermon (High Duty Alloys Ltd., Slough, England). 
Metallurgia, 1956, 54, 
mental work the application the Hilger 
direct reading attachment the production alloy, 
Hiduminium RR.50, reported. The instrument 
was set for Cu, Co, Fe, Si, Mn, Al, Mg, Cr, Zn, 
and lines. The width the spectrographic 
condensed spark source was used and the R.F. 
current flowing the analytical gap was amp. 
with pre-integration (pre-spark) and inte- 
gration (exposure) times and sec., 
respectively. Tests for reproducibility determina- 
tions, stability calibration graphs and degree 
accuracy attainable all gave favourable comparisons 
with the conventional photographic procedure. 

ABSTR. 


1474. Compleximetric titration (chelatometry). 
XX. Determination indium. Sir 
and (Inst. Anal. Chem., Charles’ Univ., 
Prague, Czechoslovakia). Chem. Listy, 1956, (6), 
direct and indirect determination 
ethylenediamine medium (Eriochrome black 
indicator) and pyridine acetate buffer soln. 
(77 pyridine and glacial acetic acid) 
are described. Interfering metals can masked 
with KCN (Cu, Cd, Zn, Ni, Co) triethanolamine 
Various practical applications this method 
are discussed. for alloys—Dissolve the 
sample (Ag:In, 9:1) (0-5 conc. HNO, ml), 
boil, cool, dilute 200ml, add EDTA 
(10 ml), pyridine (5ml) and catechol violet 
indicator (10 drops soln.), and titrate with 
0-05 till the yellow colour changes blue. 
The results agree with those gravimetric deter- 
minations. 


1475. Detection thallium ores, industrial 
wastes and concentrates. Stolyarov and 
Lab., 1956, (9), detect small 
amounts ores, etc., the dry sample 
quartz slide treated with drop conc. HCl 
and then drop freshly prepared 0-5 KI. The 
material dried 150° 200° and then examined 
blue luminescence obtained the presence 
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ANALYSIS 


The minimum amount detectable 0-001 one 
interference caused Ge, Ga, Zn, and Cd. 
The interference due large amounts and 
eliminated the addition KCN. The 
wavelength the light used should between 
254 and 313 SMITH 


1476. Colorimetric determination thallium. 
the presence Fe, Zn, Cd, and can deter- 
mined colorimetrically the reaction 
phenol with acid medium. The sample 
and 10g for 0-005 0-01%) dissolved 
dil. H,SO, 1), the soln. evaporated dry- 
ness, the residue dissolved water and the 
PbSO, filtered off. The filtrate evaporated 
bromine water and heated remove most 
the Br. After addition phenol combine with 
the remaining Br, and combine with Fe, the 
soln. diluted 100 calibrated flask and 
portion the soln. treated with 0-05 0-1 
dry p-aminophenol, and the violet colour 
compared with that standards after min. 
The standards are prepared from soln. containing 
(50 ml) mixed with H,SO, and 
boiling remove most the Br. The soln. 
cooled, treated with 25% phenol acetic 
acid and diluted 500 give soln. containing 
per ml. Calibration curves are 
constructed means photocolorimeter with 


1477. Effect iron the colorimetric deter- 
mination cerium [with Korabel’nik 
(Moscow Inst. Steel). Zhur. Anal. Khim., 1956, 
determined photometrically with yellow colour- 
filter soln. containing drops 0-025 ferroin 
100 ml. Iron interferes, and shown that the 
interference due the formation complex 
compound which and are present the 
ratio 3:1. SMITH 


1478. Use complexones chemical analysis. 
LI. Colorimetric determination cerium mag- 
nesium alloys. Malinek and Klir (Metallurg. 
Lab., Acad. Sci., Prague, Czechoslovakia). Chem. 
Listy, 1956, (8), cerium 
oxidised with H,O, aq. NH, medium, yellowish- 
brown colour appears, which suitable for photo- 
metric purposes. The interference some elements, 
especially (even 50-fold excess) can 
avoided adding EDTA; Ni, Co, Cu, Sn. Ti, 
and interfere, but some can separated 
electrolysis. for magnesium alloys—Dis- 
solve the sample (3g) small volume dil. 
and electrolyse, with mercury cathode. 
Make the soln. 150 ml, and portion 
add EDTA (5%) ml), aq. NH, (10 ml) and 
(3%) and adjust the volume. Set aside 
for min. and measure the extinction 400 
The colour stable for min. ZYKA 


1479. Americium electro-deposition. (Han- 
ford Atomic Products Operation, G.E.Co., Richland, 
Washington, 1956, (7), 74.— 
method described for the quantitative deposi- 


[Abstr. 1476-1483 


steel, platinum copper discs. 
soln. (4ml) containing formic acid and 
ammonium formate (9-5 mg) the 
soln. 0-4 ml). Place platinum stirrer anode 
above the~disc (cathode) and rotate 
hr. Remove the soln. with the current on. Rinse 
the disc with dil. aq. NH, and acetone and ignite 
deposited. HUNTER 


1480. Determination carbon sulphur and 
sulphur ores. Fischer and Schmidt (Inst. 
Chem., Goethe Univ., Frankfurt/M., 
Germany). Angew. Chem., 1956, (22), 
—tThe bitumen content sulphur rapidly and 
accurately determined the combustion process 
with apparatus developed for the determination 
529; 1956, 25, 284, 322, 434). After absorption 
the SO, H,O, soln., the CO, passes into Ba(OH), 
soln. 9-9 and determined potentiometrically. 
detection limit 0-0001% achieved with 
sample with accuracy within the 
content. The weight sample reduced for 
higher contents only being taken for 
contents 0-5 Modifications are described 
for the determination bitumen and carbonate 
when present sulphur ores about equal pro- 
portions, and similarly, for high carbonate and low 
bitumen contents. PHILLIPS 


1481. Test adsorptive power activated carbon. 
Determination decolorising power with 
titanous sulphate. Yasaburo Akazawa, Masatoshi 
Inoue, Chizuko Yagi and Kanae Miyajima (Osaka 
College Pharmacy, Minami- 
kawachi-gun, Osaka). Pharm. Soc. Japan, 1956, 
(1), 33-36.—Merck’s volumetric method for the 
testing activated carbon (Pharm. Zig, Berlin, 1924, 
69, 523) was modified the use place 
TiCl,. make the end-point clearer, the excess 
methylene blue (I) reduced with known 
amount the excess which titrated 
with linear working curve obtained 
when the concn. plotted against the vol. 
iron alum soln. sample 
(dried 110° for hr., 0-1 shaken with 0-15% 
Isoln. (50 ml) for min. and filtered off. portion 
the filtrate heated 60° for min. with 
and titrated with 0-02 iron alum soln. until 
faint blue colour appears. 


1482. Determination fluorides carbon the 
anode gases from aluminium baths. 
and Zakharov (All-Union Aluminium 
Magnesium Inst.). Prikl. Khim., 1956, (10), 
1512-1521.—At 900°, the presence 
but not CF,, reacts with water vapour give HF, 
CO, and CO. 1100° 1200° the presence 
SiO, and both C,F, and CF, react. The 
reactions permit the analysis the anodic gases 
from aluminium baths containing 20% 


1483. Photometric titration cyanides. Brand- 
and Kotrly (Military Tech. Acad., Brno, 
Czechoslovakia). Chem. Listy, 1956, (8), 
determining small amounts 
cyanides, accurate equivalence point can 
obtained using photometric titration, which can 
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also used for analysing coloured and turbid 
soln. soln. (4%) and 
and titrate with AgNO, soln. Measure two values 
before and three after the equivalence point has 
been reached, with blue filter. Determine the 
end-point using graphical evaluation. The 
average error Chlorides and phosphates 


1484. Titration cyanides with bivalent nickel 
(Military Tech. Acad., Brno, Czechoslovakia). Chem. 
Listy, 1956, (8), formation 
stable complexes from bivalent nickel salts and 
alkaline medium was used for the direct 
compleximetric titration cyanides, catechol violet 
being used indicator. the 
soln. the sample 100ml, add buffer soln. 
(80 NH,NO, and 35% aq. NH; 
litre H,O) and five drops catechol 
Ni(NO,), till the violet colour changes blue. The 
average error Chlorides, carbonates and 
phosphates not interfere. 


1485. Colorimetric determination silica the 
presence the fluoride ion. (Effect masking 
agents for the fluoride ion.) Toshikazu Tarutani 
(Dept. Anal. Chem., Tokyo Inst. Technology, 
Ookayama, Tokyo). Chem. Soc. Japan, Pure 
Chem. Sect., 1956, (8), presence 
increases the time taken for the 
development max. absorption molybdosilicic 
acid per litre); Al, and boric acid 
decrease this effect, the extent being decreased 
the order given. The use times the equiv. 
the F-) and boric acid times) recom- 
mended; the revealing the max. absorption must 
confirmed repeated measurements. 


1486. Spectrophotometric determination lead 
tin and tin-base Babbitt metal with dithizone. Kazuo 
Ota and Shigeru Mori (Toyota Motor Co. Ltd., 
Koromo, Aichi Prefecture). Japan Analyst, 1956, 
(8), constituents (Cu 1-5 mg, 
<15 mg, 5mg, 0-2 mg) tin-base 
Babbitt metal not interfere with the photometric 
determination with dithizone. Most the 
2g) removed treatment with HBr 
H,SO, soln. 200° appreciable loss 
observed; the remaining small amount 
0-6 mg) does not affect the succeeding pro- 
with conc. H,SO, (10 ml), then cooled and treated 
flask with HBr (sp.gr. 1-38 1-48, ml) 
current air. The residue heated almost 
dryness, dissolved HNO, and 
diluted 100ml. portion mixed with 
tartrate (10%, ml) and drop phenolphthalein 
(1%) and neutralised with aq. soln. 3). 
The product treated with KCN (5%, ml) and 
shaken with benzene soln. dithizone 
100 ml). The benzene layer washed with water 
and submitted photometry 520 


1487. Compleximetric titrations (chelatometry). 
XXII. Compleximetric determination lead with 
pyrogallol red and bromopyrogallol red. 
kova, and Suk (Inst. Anal. Chem., 
Charles’ Univ., Prague, Czechoslovakia). Chem. 
Listy, 1956, (7), 1113-1115.—In soln. 
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acetate, pyrogallol red (I) and bromopyrogallol red 
(II) can used indicators for the compleximetric 
determination Pb. slightly acid 
soln. (100 ml) the sample (10 100 Pb) 
add solid acetate 2g) and drops 
titrate with EDTA (disodium salt) till the violet 
(with blue violet (with II) colour changes 
red. When using indicator, Ba, Ca, and 
not interfere, but with these elements must 
absent. This method was used for the determina- 
tion alloys containing Ag, Cd, and 


1488. Interference cations the chromato- 
graphic detection germanium with oxidised 
haematoxylin. Oliveira and Pinheiro Dick 
(Fac. Pharm. and Dept. Phys. Chem., 
Engenh. Quim., 1956, (2), 
solutions, each containing one the following 
cations, were Ca?+, 
Sn*+, and the velocity 
migration was measured. With the exception 
and the cations were obtained dissolving 
the chlorides 1-5 HCl. All the solutions were 
and each solution was applied the paper 
distance 10cm from one edge. The chromato- 
grams were developed the descending technique 
along the the paper. the 
cations tested, only three and 
gave colour reaction with oxidised haematoxylin, 
but the velocity migration the and 
differed widely from that that there 
would interference with the detection Ge. 


1489. Sensitivity some reactions used the 
detection germanium paper chromatography. 
Pinheiro Dick (Dept. Phys. Chem., Sch. Engng, 
Quim., 1956, (2), 8-10.— 
Twenty solutions containing proportions 
were prepared. stock solution was also pre- 
NaOH and 1-2 aqua regia. These solu- 
tions were chromatographed the descending 
method, with Whatman No. paper (42cm 
50cm). The spots from 0-01 each solution 
were developed with isobutyl alcohol H,O 
(85:15:100) along the direction the cellulose 
fibres. Four detectors were tested—(i) 
toxylin solution prepared the Newcombe method 
(Newcombe al., Anal. Chem., 1951, 28, 1023); 
(iit) solution ammonium molybdate and sodium 
stannate NaOH (Lederer, Anal. Chim. Acta, 
1954, 11, 132); and (iv) H,S and 0-01 
The least quantity detected each these 
was (i) (ii) 0-03, 13-0, and (iv) 6-59 
indicating that the oxidised haematoxylin the 
most sensitive. PRITCHARD 


1490. Quantitative determination germanium 
paper chromatography. Pinheiro Dick (Dept. 
Phys. Chem., Sch. Engng, 
Quim., 1956, (3), using the simple 
method described, direct quantitative determina- 
tion can carried out without preliminary 
distillation Whatman No. and Eaton 
and Dykeman No. 163 papers were used for des- 
cending techniques stainless-steel chamber 
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(30cm 40cm 60cm), and, for ascending tech- 
niques, individual chromatograms glass cylinders 
(8cm 40cm) were used. standard solution 
alcohol HCl H,O (85:15:100) was chosen the 
developer, since ensured the formation regular 
spots without tails, and haematoxylin soln. was 
used the revealing agent. The results obtained 
five determinations, made measuring the area 
the spot, had error 6%. When the 
spot-length method was used the error was 10%. 
PRITCHARD 


1491. The determination germanium 
fluorescent X-ray spectrography. Campbell 
(Univ. Maryland, College Park, 
Abstr., 1956, (6), fluorescent X-ray 
spectrograph has been modified permit resolution 
spectral lines without prohibitive loss line 
intensity. The spectrometer consists quartz 
topaz analysing-crystal and Soller slit collimator 
composed thin molybdenum plates. molybde- 
num target X-ray tube used the source 
excitation order reduce interfering lines and 
background. standard argon Geiger tube very 
efficient for the spectrum and insensitive 
the shorter wavelength second-order lines that 
may overlap the analytical lines. The use 
scintillation counters was found unsatisfactory. 
The following relationship between line intensity 
and concn. the analytical element derived— 


Nee 


where Nge atomic percentage Ge; linear 
absorption coefficient for exciting radiation, the 
effective value which assumed 1-0 
linear absorption coefficient matrix for 
Four general methods analysis 
are described which this expression applied. 
The most satisfactory consists preliminary 
separation the distillation GeCl,, fol- 
lowed pptn. cinchonine molybdogermanate. 
The lower limit detection p.p.m. coal 
ash and 0-02 0-03 p.p.m. coal, with accuracy 
+5% samples containing >0-03% Ge. 

N.E 


1492. Organic reagents for 
analysis germanium. between 
germanium and some organic compounds. 
Kimura, Kazuo Saito and Masako Asada (Univ. 
Tokyo, Hongo, Japan). Bull. Chem. Soc. Japan, 
1956, (5), 635-640 (in English).—The absorption 
spectra organic compounds, both before and after 
interaction with Ge, were examined over wide 
range. Each compound (10-* mole) was dissolved 
added and the soln. was diluted 100 ml. 2-ml 
aliquot was further diluted with water (or 
and treated with germanium 
hydroxy deriv. fluorone, naphthaquinone and 
coumarin were thus examined, and the results 
indicate that the presence two o-hydroxy groups 
essential for reaction, also the larger the molecule 
and the lower the the greater the reactivity. 
Coumarindiol will not react with Ge, probably 
owing tautomerism, and fluorone and coumarin 
compounds are superior naphthaquinones low 
values. The structure the metal complexes 
unknown. 
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Synthesis new reagent and its reaction 
with germanium. Kimura, Hirotoshi Sano 
and Masako Asada. 1956, (5), (in 
dimethylaminophenyl)fluorone (I) 
triacetoxybenzene and dimethylaminobenzalde hyde 
described, together with its application colori- 
metric reagent for Ge. four aliquots 
standard germanium soln. (10 GeO, per 
ml), three are treated with 1-3 ml, 6-3 and 12-5 
the volumes being finally adjusted about ml. 
soln. and the mixture then further diluted 
soln., respectively). The 0-1 and 0-5 soln. 
immediately produce orange red colour, whereas 
the soln. shows coloration only after being set 
aside for min. colour was observed with 
soln. Such coloured soln. were stable for hr. 

Colorimetric determination germanium 
with new reagent. Kenjiro Kimura and Masako 
Asada. 1956, (7), (in English).— 
Although not specific for Ge, recommended for 
colorimetric determination because its simplicity. 
The separated from interfering ions dis- 
tillation and the resulting soln. subjected 
colorimetric analysis. The advantage similar 
that the phenylfluorone (II) method, but whereas 
the latter method the germanium complex 
insol. only slightly sol. water and organic 
solvents, the new method this disadvantage 
eliminated. With forms complex soluble 
ethanolic soln. containing HCl. The colour the 
complex stable and the extinction can measured 
more easily than with II. Procedure—Decompose 
the weighed sample with acid halide should 
not present because germanium halide tends 
liberated) fusion with alkali and extraction 
with hot water. Cool, and there any possibility 
oxidising agent being present add adequate 
quantity ferrous sulphate. Dilute the resulting 
distil. Collect distillate receiver con- 
with water. Determine the acid concn. this soln. 
titration with NaOH, and adjust aliquot 
with either NaOH HCl. Dilute 
approx. with water and cool room temp. 
Add 0-05% ethanol soln. and dilute 
the resulting soln. with water. Prepare 
similarly reference soln. without Ge. Measure 
the extinction 510 and 520 and determine 
with the aid calibration curves; values 510 and 
520 can used for range concn. from 0-05 
1-2 p.p.m. with satisfactory reproducibility. 
not separated distillation, interference 
experienced from (1), (10), (100), 
(1), (10) and (1), the values 
parentheses being the max. permissible ratios 
interfering ions wt. The extinction the 
complex fluctuates slightly with different batches 
the reagent. WHALLEY 


1493. Micro-analysis with the aid ion-exchange 
resins. VIII. Detection slight traces titanium 
(IV) with hydrogen peroxide. Masatoshi Fujimoto 
(Tokyo Univ., Japan). Bull. Chem. Soc. Japan, 
1956, (7), 833-837 (in German).—The 
tivity the colour reaction (bright 
yellow) markedly increased the application 
colourless cation-exchange resin well-moistened 
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with strong acid. several grains 
DVB” (HR form) colourless ion-exchange 
resin white spot-tile. Add one drop test 
soln. whose anion concn. has previously been ad- 
justed and one drop 0-2 acid, such 
H,SO,, HCl Stir the mixture well 
and add one drop H,O,. After about min. 
observe the mixture with lens magnifica- 
tion), when the intense yellow colour will seen 
the resin phase. The limit detection 
Details interfering ions are tabulated. 


1494. Spectrophotometric determination micro 
quantities titanium with 8-hydroxyquinaldine. 
Kenji Motojima (Fac. Sci. and Engng, Ritsu- 
meikan Univ., Kyoto). Bull. Chem. Soc. Japan, 
1956, (4), method described can 
The standard deviation +6-7% for (17 results) 
and +1-6% for (17 results). The sensitivity 
the method almost equal that the tiron 
method Yoe and Armstrong (Anal. Chem., 1947, 
19, 100), and better than that the H,O, method 
Sandell, ‘‘Colorimetric Determination 
Traces Interscience Publishers Inc., 
New York, 2nd Ed., 1950, 572). Relatively large 
amounts alkali, ammonium, and salts 
not interfere. Tartrate causes low results. 
Bismuth, Co, Cu, Fe, Ni, and must absent, 
but when 100 Fel! present can 
determined simultaneously with the Ti. Procedure 
acid and suitable amounts aq. and 
Transfer separating funnel, adjust the 
volume with water, and add exactly 
Shake vigorously for min. Allow 
separate and run off the layer into small 
glass bottle with glass stopper, containing 
Measure the extinction the CHCl, extract 
380 against blank soln. Determine the 
from calibration curve. Ferric iron determined 
simultaneously measuring the extinction 
580 mp, which wavelength the chelate has 
absorption. correction for the amount 
present can then applied the extinction 


1495. New method for estimating the impurities 
titanium, especially oxygen and carbon. Mill- 
ner, Hegediis and Dvorszky (Hung. Acad. 
Science, Budapest). Tech. Hung., 1956, 
(3-4), 361-372.—The method comprises sub- 
jecting weighed sample metallic titanium 
(ground, degreased with solvent and freed from 
solvent, all temp. below 150° avoid oxidation) 
the action vapour evacuated sealed 
tube specially designed apparatus. The 
metallic and metal impurities (Mg, Fe) are thereby 
converted into the bromides, any becomes fixed 
TiO,, and separates elementary With 
the ranges impurity usually present these results 
are obtained without difficulty; the difficulties with 
high impurity ranges are discussed. The product 
then gradually heated 200° distil off the 
bromide (for collection and any eventual estimation 
Ti), and the residue again brominated 
sealed vessel 400° ensure fixation all 
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TiO,. The product this further bromination 
then analysed—(a) for Ti, and hence the oxygen 
impurity, the known H,O, colorimetric method; 
(b) for the Titan yellow colorimetric 
(c) for the thiocyanate method; (d) for 
the Thomson method heating with 30% aq. 
NaOH, collecting the distillate 0-17% boric acid 
solution, and titrating with 0-007 with 
methyl red bromocresol green indicator; and (e) 
absorbing the CO, silica gel cooled with 
ethanol solid CO, freezing mixture, slowly warming 
the gel expel the absorbing the CO, 0-2 
Ba(OH), solution for titration with oxalic 
acid, with methylene blue 
indicator; this method ensures accurate results with 
small amounts and can used alternatively 
with the original titanium sample. The accuracy 
for typical samples metallic titanium containing 
for both impurities. WHITEHEAD 


1496. Present state the analytical chemistry 
zirconium. Goryushina and Vladi- 
mirova. Zavod. Lab., 1956, (10), 
review with 105 references. SMITH 


1497. Determination fission product 
Univ., Detroit, Mich., 1956, 
(2), and mandelic acid are 
considered precipitants for Zr. The cupferron 
ppt. bulky and ignition ZrO, essential; 
mandelate (I) dense, easily filtered and can 
weighed directly. The procedure involves addition 
inactive zirconium carrier and lanthanum hold- 
back carrier the sample. The pptd. twice 
and then which dried, weighed, 
and The chemical yield six expt. was 
67%. Agreement between the mandelate 
procedure and cupferron method was good when 
was used, but results were consistently 
low 14% when y-counting was used. The 
effect source weights 21, and was 
apparent recoveries 96, and 46%, respectively. 


1498. Methods determining impurities zir- 
Zavod. Lab., 1956, (9), 
determining Ag, Ni, Cu, Mo, Fe, Cl, and 
without preliminary separation, and Cd, and 
after preliminary separation from are described. 
Silver determined dissolving the sample 
(0-25 dil. HF, adding few drops 
evaporating the soln. nearly dryness, taking 
the residue 0-5 HNO, and transferring 
the soln. separating funnel. After addition 
thiourea, the titrated with 0-002% dithizone 
soln. CCl, which has been standardised against Ag. 
For Ni, tartaric citric acid added im- 
mediately after dissolution the sample HF; 
determined colorimetrically the pyridine 
thiocyanate complex extracted and 
determined colorimetrically with dimethyl- 
glyoxime. For and Mo, the sample (0-3 
dissolved and HNO,, most the acid 
boiled off, and HCl make the soln. (for W), 
H,SO, make the soln. 1-5 (for Mo), added. 
After addition either 0-2 NH,F and 0-5 
NH,SCN (for W), NH,SCN (for Mo), 
reduction carried out TiCl, (for thiourea 
(for Mo). After min. the thiocyanates are 
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extracted and their colours compared with those 
standards. Iron determined colorimetrically 
the thiocyanate sulphosalicylate complex without 
removal all the F-. Manganese oxidised 
KIO, and determined colorimetrically. 
Chlorine determined nephelometrically after dis- 
solution the sample room temp. and 
addition boric acid and Titanium 
determined colorimetrically the reaction wth 
H,O, after dissolution H,SO, alone (powder 
samples) and and removal F-. 
Cadmium, and are determined the ethyl 
acetate extracts the diethyldithiocar- 
bamates from fluoride soln. Cadmium 
re-extracted dil. HNO, and deter- 
mined colorimetrically with dithizone, re- 
30% H,O, and determined tungstovanadophos- 
phoric heteropoly acid and re-extracted 
mixture HNO, and HCl and determined with 
nitroso-R salt. dissolve glass vessel 
without attack the glass, boric acid (0-5 
and few water can mixed with the 
sample (0-3 0-5 before the addition dil. 


1499. Preparation pure zirconia for use 
Wild (Research Group), Woolwich Out- 
station, England]. A.E.R.E. C/M 283, 1956, pp. 
—Pure samples zirconium oxychloride octa- 
hydrate crystals are obtained repeated recrystal- 
lisation from soln. saturated with HCl. The 
crystals are dried under infra-red lamp and then 
ignited 800° ZrO,, which suitable spectro- 


1500. internal indicator 
volumetric analysis. Volumetric deter- 
mination thorium ammonium molybdate. 
Deshmukh and Bokil (Dept. Chemistry, 
Hindu Univ., Benares). Bull. Chem. Soc. Japan, 
1956, (4), 449-450.—The rapid, simple method 
described based the titration aqueous 
thorium nitrate (or chloride) soln. against standard 
ammonium molybdate the presence ethanol 
and with saturated ethanolic solution 
diphenylcarbazone indicator. The initial pink 
colour the soln. fades with the first addition 
molybdate and white ppt. formed simul- 
taneously. The titration continued until sharp 
pink flush observed the ppt. blank titration 
against molybdate carried out under 
the same experimental conditions. The sharpness 
the end-point dependent the overall ethanol 
concn., which should between and 60% for 
permanent and sharp end-point. The indicator 
behaves reversibly, and the accuracy the method 
said comparable with that classical 
procedures. 


1501. Analytical aspects some organic com- 
pounds. IV. Determination thorium with 
acids. Sachindra Kumar 
Datta (Darjeeling Gov. Coll., India). Indian 
Chem. Soc., 1956, (6), 394-398.—Thorium has 
been estimated the use 4-bromo- 
acids 
ranges between and 5-2. The sodium salt 
the acid may used more conveniently than the 
free acid. Thorium may separated from the 
cerite earths, monazite sand, and from common 
metals such Ba, Ca, Sr, Mg, and Ti, but not 
from Zr. the procedure, hot soln. 
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(hot) its sodium salt the bromo nitro 
derivative, was added aliquot amount 
thorium soln., previously made neutral Congo red 
and heated below its boiling temp. After addition 
ammonium acetate soln. and heating 
for min. but not boiling, the ppt. was filtered off, 
washed with hot H,O, dried 100° and ignited 
the oxide constant wt. The results show that 
soln. the sodium salt 
thoic acid, and 0-0036 the bromo 
nitro derivative. WHITTON 


1502. Methods separation radioactive isotopes 
without carrier. Preparation radiochemically 
pure Th-B and Th-C. Rudenko (Second Sci. 
Res. Phys. Anal. Khim., 
1956, (4), 371-375.—The radioactive deposit 
containing Th-B and Th-C gold aluminium 
dryness and the undetectable residue dissolved 
The soln. shaken for min. with equal vol. 
separated and washed twice with equal vol. the 
same buffer soln. The CHCl, extract contains the 
Th-C, which can separated shaking with 
HCl, and the buffer extract contains the 

SMITH 


1503. Gasometric determination azides with 
ceric ammonium nitrate. Yojiro Mizushima and 
Seietsu Nagayama. Gov. Chem. Ind. Res. Inst., 
Tokyo, 1956, (8), microgasometric 
method determining small amounts azides 
(of the order mg), whether soluble insoluble, 
with accuracy within described. The 
whole procedure occupies min. 


1504. Rapid determination moisture am- 
monium nitrate. Engelbrecht, Drexler 
and McCoy (Lion Oil Div., Monsanto Chemical 
Co., Dorado, Ark.). Food Chem., 1956, 
method described utilises 
Karl Fischer reagent for the direct determination 
H,O the nitrate and substitutes volumetric 
measurement the nitrate for analytical weighings. 
With automatic titrator, the analysis takes 
about min. The accuracy within +0-05% for 
moisture. Other methods studied 
are briefly described. 


1505. Micro-analyses with ion-exchange resins. 
VI. The detection small quantities nitrites 
with m-phenylenediamine. Masatoshi Fujimoto 
(Chem. Inst., Univ. Tokyo, Japan). Chem. 
Soc. Japan, 1956, (5), (in German).—The 
detection accomplished the presence 
acidic 
grains acidic cationic resin (1% divinyl- 
benzene, type) are placed tile with drop 
the reagent soln. m-phenylenediamine 
either HCl 10% acetic acid), and 
thoroughly mixed and set aside for several min. 
before the addition drop the test soln. 
After few minutes the surface the resin 
examined with lens for orange brown colora- 
tion. The method has also been used for nitrates 
that can readily reduced nitrite with Zn. 
Different reaction conditions, resin types and the 
influence other anions are evaluated. detecting 
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1506. Rapid method determining phosphorus 
concentrates and ores. Osipov. 
Zavod. Lab., 1956, (10), loparite 
concentrate ground pass 200-mesh (74 
sieve yields all its simple acid attack, and 
further decomposition fusion, etc., unnecessary. 
The finely ground sample treated with 
conc. HNO, litre, and with boric 
acid combine with SiO,. The soln. boiled for 
min. and diluted 100 calibrated flask. 
molybdophosphate and determined alkalimetrically. 
With ores, the finely 
divided sample treated with conc. 
and the soln. evaporated dryness before the 
above-mentioned treatment applied. 

SMITH 


1507. Photocolorimetric determination phos- 
phorus the presence tungsten, titanium and 
niobium. Nikitina. Zavod. Lab., 1956, (9), 
aqua regia and added. The soln. 
stirred for exactly min. and boric acid 
added after min. The soln. diluted 100 
calibrated flask. Part the soln. filtered 
and the filtrate 50-ml calibrated flask 
treated with aq. NH, and the ppt. formed re- 
dissolved few drops dil. H,SO, 4). 
soln., 4ml ammonium molybdate soln. 
added dropwise from burette and the soln. 
diluted after min. The colour intensity 
measured photocolorimeter with green 
stabilise its fluoride complex diluting the soln. 
after addition the boric acid and heating 
the absence Nb, the aqua regia soln. the alloy 
can evaporated dryness, the residue dissolved 
HNO,, and the cold soln. treated with 
drops for retaining the soluble part the 
and evaporation excluded, but larger amount 
ml) can used and the soln. heated for 
min. for complete hydrolysis the 
presence and evaporation also excluded 
and alone complex former insufficient, 
but satisfactory results are obtained if, min. after 
the addition the HF, H,O, soln. 
added. This method suitable also and 
are present together. Interference 
prevented reduction with thiourea. 


1508. New colour reaction for the determination 
phosphine. (Inst. Hyg. and Ind. 
Diseases, Prague, Czechoslovakia). Chem. Listy, 
1956, (7), pyridine soln. silver 
diethyldithiocarbamate, commonly used for the 
detection and determination AsH, and detection 
SbH, (cf. and Sedivec, Chem. Listy, 1952, 
46, 341) also gives colour reaction with 
the absorption maximum which differs from 
that AsH, and This reaction can used 
for the detection The silver salt 2-mer- 
captobenziminazole has been proposed for the same 
purpose, and procedure suitable for the use 
this reagent for the detection PH;, white phos- 
phorus and its lower oxidation products has been 
developed. 


2.—INORGANIC ANALYSIS 


1509. Separation the phosphate ion from certain 
cations means anionites. Morachevskii, 
Zvereva and Kuznetsova (Leningrad 
State Univ.). Zavod. Lab., 1956, (10), 
1171.—To separate from and 
the soln. with respect Cl- and 
18cm high) anionite (PE-9 EDE-10) the 
chloride form the rate per min. The 
column washed with water and the 
cations are determined the filtrate. The column 

SMITH 


1510. The nephelometric determination arsenic 
with phenazone molybdate reagent. Gusev 
and Bitovt. Sb. Nauch. Rabot, Molotov Med. 
Inst., Molotov, 1955, 3-6; Ref. Zhur., Khim., 1956, 
reagent (1-5 ammonium molybdate 18-5 
phenazone added, and the soln. diluted with 
water). Mix carefully with glass rod 
and transfer cell compensating photo- 
electric nephelometer; the second cell contains 
min. note the galvanometer reading. curve 
drawn showing the relationship the galvanometer 
reading the concn. As. Proportionality 
the using the Tile reagent, quickly wash the 
ppt., dissolve bromine water and after removal 
determine the described above. 


1511. Volumetric method for the determination 
bismuth various compounds and pharmaceutical 
1956, (5), 24-27.—To determine soln. 
oxalate added and the soln. 
titrated against 0-1 NaOH, with red 
indicator, neutralise the free acid present; 
known excess 0-1 NaOH then added and 
the oxalate complex destroyed boiling for 
min. The excess alkali the cooled soln. 
titrated against 0-1 H,SO,, with phenolphthalein 
indicator. For slightly soluble organic com- 
pounds containing Bi, weighed sample (0-02 
H,SO, until the compound has 
oxalate soln. added and the analysis completed 
described above. The method can applied 
salicylate and organic salts Bi. 


1512. Determination niobium titanium tetra- 
chloride. and Pevzner. Zavod. 
Lab., 1956, (9), 1025-1027.—Two methods, dis- 
tillation and pptn. with tannin, are described for the 
determination small amounts (0-001 0-06%) 
the former method, the sample 
(60 distilled pressure and 60° until 
the residue the distillation flask 100 240 mg. 
The residue dissolved tartaric acid soln. con- 
taining HCl and H,O, and the colorimetric thio- 
cyanate method applied for the determination 
the presence the residual TiCl, the 
tannin method, the sample mixed with 
dil. HCl 1), the soln. heated until 
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becomes clear, water, followed tin collec- 
tor, and metallic are added, and the soln. 
heated until constant violet colour obtained. 
The soln. boiled with 10% tannin soln. 
dil. and set aside for The ppt. 
collected, ashed and fused with The melt 
dissolved 15% tartaric acid soln. and 
The thiocyanate method then applied. 
SMITH 


1513. Separation niobium and tantalum from 
titanium means selenous acid. Alimarin 
and Stepanyuk (M. Lomonosov Inst. 
Fine Chem. Technol.). Zavod Lab., 1956, (10), 
acid precipitates and 
completely from HCl containing +1% tar- 
taric acid. re-pptn. gives complete separation 
from Ti. The oxides are fused with 
10% tartaric acid soln. Water (110 ml), 
conc. HCl and 10% selenous acid soln. are 
added and the soln. boiled for min. The ppt. 
collected and washed with hot HCl and 
then redissolved conc. HCl. Re-pptn. 
carried out described above, the washed ppt. 
ignited and fused with and the pptn. 


1514. Field method for the rapid estimation 
the oxides niobium and tantalum black sand 
concentrates. (British Guiana Consol. 
Goldfields Instn Min. Lond., 
1956, 66, 39-41.—The sample (0-2 
fused with KHSO, 5g) and the cooled melt 
dissolved hot dil. H,SO, and filtered. The 
filtrate boiled with precipitate (Nb,Ta),O,, 
which filtered off, ignited and weighed. The 
results obtained are ~5% low, but the method 
satisfactorily consistent for field work. 

ABSTR. 


1515. Polarographic determination niobium 
and tungsten alloys. Mukhina and 
Tikhonova. Zavod. Lab., 1956, (10), 1154-1156. 
—In 10N the presence citric acid 
complexing agent gives polarographic wave 
0-28 ws. the S.C.E. and wave 0-42 
1:1 and 1:5, determination the two elements 
the same soln. possible. The method applied 
alloys based Ni, Cr, and Co. determine 
HCl with the addition few drops 
HNO,, the soln. evaporated dryness, and the 
residue moistened with conc. HCl, which 
evaporated off. The residue dissolved 200 
HCl, the hot soln. filtered and the washed 
The melt dissolved water and diluted 100 
filtered soln. mixed with 0-2 potassium 
citrate soln. and conc. and drops 
gelatin soln. and diluted calibrated 
flask. After passage remove the polaro- 
gram taken. SMITH 


1516. Analysis for industry [vanadium salts 
Chem. Mfr, 1956, 32, 280-282; 332-334.—The 
literature dealing with the use vanadates 
oxidising titrants and the determination 
hydrazine and bi-, ter- and quadri-valent vana- 
dium solutions reviewed. (64 references.) 


1513-1521 


1517. Iodimetric determination vanadium and 
copper when present together. Verma and 
Bhuchar (Nat. Phys. Lab. India, Delhi). 
Sci. Ind. Res., India, 1956, (8), 
Optimum conditions for the iodimetric determina- 
tion and Cu, individually and the presence 
each other, are determined. The method gives 
accurate results over wide range concentrations 
(2-5 26-0 mg) and mg) and also 
when the proportions vary from 5:1 
1:25. The determination more accurate 
than the classical method which SO, used. 


1518. Micro-analysis with ion-exchange resins. 
Detection small quantities sulphides with 
p-aminodimethylaniline p-phenylenediamine. 
Masatoshi Fujimoto (Chem. Inst., Univ. Tokyo, 
Japan). Bull. Chem. Soc. Japan, 1956, (5), 
567-571 (in German).—A spot-test method des- 
cribed. Procedure—A small quantity solid 
p-aminodimethylaniline 
placed tile with 0-04 FeCl, soln., 
and set aside for several min., when small amount 
cation-exchange resin (Dowex added. 
small quantity the sulphide test soln. added 
and after few min. green blue green colour 
appears the edges the resin, being readily 
observable with hand-lens. The conditions 
max. sensitivity have been evaluated, and semi- 
quant. method described which gives detection 
0-8 with p-aminodimethylaniline, which 
superior p-phenylenediamine. 

WHALLEY 


1519. Direct volumetric determination soluble 
sulphides. Stehlik and Ambroz (Res. Inst. 
Leather, Otrokovice, Czechoslovakia). Chem. Listy, 
1956, (8), Eriochrome black 
indicator, sulphides can determined direct 
titration with ZnSO, soln. the 
sample (10 Na,S) 400 ml, add buffer 
Titrate with 0-05 ZnSO,, with electrical stirring, 
till the blue colour changes wine red. When 
titrating higher amounts sulphide, the resulting 
ZnS lessens the sharpness the colour change. 
The average error Sulphates, sulphites, 
carbonates, phosphates and not interfere; 
absent. 


1520. Colorimetric determination sulphide ions 
the molybdenum thiocyanate reaction. 
Nazarenko and Shustova. Zhur. Anal. Khim., 
1956, (4), 489-491.—The instability the 
complex between molybdenum thiocyanate and 
sulphides, which makes unsuitable for colori- 
metric determination sulphides (Pepkowitz and 
Shirley, Chem., 1951, 28, 1709), can 
prevented the addition ethanol. 


1521. Determination sulphuric anhydride 
Donskaya and Volkova (Inorg. and Anal. 
Chem. Dept., Molotov Leningrad Tech. Inst.). 
Zhur. Prikl. Khim., 1956, (10), 1598-1599.—To 
determine Portland cement the sample 
(0-5 0-7 moistened with water and 
heated for min. with conc. HCl 
boiling-water bath. Freshly prepared gelatin soln. 


Abstr. 1522-1529] 


added and the soln. filtered through paper 
into column cationite prepared placing 
burette over layer glass wool, introducing water 
one-third the height the column, then 
washing with warm (50°) 10% soln. until 
completely removed, and finally washing out the 
acid with water. The residue the paper 
washed with hot water and the liquid issuing from 
the column analysed for usual. 
confirmed that silica completely removed the 
use gelatin soln. The method shortens the time 
required for determining from hr. min. 
SMITH 


1522. Compleximetric determination sulphate 
ions. Casini (Inst. Gen. Chem., Univ. Siena, 
Italy). Ann. Chim., Roma, 1956, (9), 
method for the direct volumetric determination 
and indirect determination SO,?- des- 
cribed which solution EDTA (disodium salt) 
used, with indicator. The 
technique appears more accurate 


1523. Volumetric determination chromium 
oxidation with silver ion alkaline solution. 
Sumio Komatsu and Zin Hiroaki (Faculty Liberal 
Arts, Toyama Univ., Toyama). Soc. Japan, 
Pure Chem. Sect., 1956, (8), 
valent mg) treated with AgNO, (in 
amount approx. twice that the Cr) NaOH 
for min. for conversion into CrO,?-. The reduced 
filtered off and the filtrate treated with 
known amount ferrous soln., the excess being 
back-titrated with KMnO,. reaction 
between and takes place washing 
with acetic acid. the action Ag, 
pptd. MnO, and filtered off, but any 
quant. oxidised the quinquevalent state; the 
latter reduced but swiftly re-oxidised 
results from their presence. The presence other 
ions, including those Ni, Co, Cu, and Pb, 
increases the time occupied the oxidation 
with 


1524. Rapid photometric determination 
chromium ferrochrome. Shuichiro Mizoguchi 
(Toyo Denkyoku Ind., 6-167, Hiratsuka, Shinaga- 
waku, Tokyo). Analyst, 1956, (8), 
extinction coeff. (at 610 increases 
with increase concn. H,SO, and with decrease 
concn. remains const. for min. 
after the addition the acid. The presence 
0-5 mg) does not affect the light absorption 
Cr. The working curve linear for 
When the chemical procedure carried 
out higher temp., the extinction the resulting 
soln. smaller. sample (high car- 
bon content, 200 mesh; low carbon content, mesh) 
fumes are evolved. The product diluted 
and rapidly cooled before being made 
50ml. The time taken for estimation 


chromium molybdenum chromium alloys. 
Higgs (Armament Res. and Development Estab., 
Fort Halstead, Kent, England). Analyst, 1956, 81, 


2.—INORGANIC ANALYSIS 


656-660.—The clear soln. the sample 
and HNO, evaporated dryness, the residue 
treated with cold water, H,O, and NaOH, and the 
mixture boiled for min. ensure oxidation 
chromate. The cold soln. mixed with 
tion polarographic cell de-oxygenated 
means stream and the polarogram 
mercury pool. The chromium content the soln. 
ascertained from calibration graph. 
ducibility good and the accuracy within 
JoNES 


1526. Determination small quantities ter- 
valent chromium the presence dichromate. 
Monnier and Zwahlen (Mineral, Anal. and 
Micro-chem. Lab., Geneva Univ.). Helv. Chim. 
Acta, 1956, (6), 1859-1863.—By the method 
described, several micrograms can deter- 
mined the presence 1000 times the 
amount with precision +5%. The 
errors the method are studied statistically. 

Davis 


1527. Micro-analyses with ion-exchange resins. 
The detection traces available molybdenum 
with ammonium thiocyanate and stannous chloride. 
Masatoshi Fujimoto (Chem. Inst., Univ. Tokyo, 
Japan). Bull. Chem. Soc. Japan, 1956, (5), 
595-600 (in German).—The detection accom- 
plished the presence acidic ion-exchange 
resin. drop the neutral slightly 
basic test soln. placed tile with several 
granules ion-exchange resin (Dowex I-XI, 
form), mixed, and set aside for about min. 
After further min., drop 10% soln. 
SnCl, HCl added. After several minutes 
the resin surface examined for orange red 
coloration. The reaction for shows limiting 
0-024 The optimum conditions for max. 
sensitivity are also examined. WHALLEY 


1528. Effect calcium the reduction 
molybdates solutions ethylenediaminetetra- 
acetic acid. Kohout (Res. Inst. Forest Agric., 
Strnady, Czechoslovakia). Chem. Listy, 1956, (8), 
has been found that the presence 
EDTA and (in concn. 0-02 M), acetate 
buffer soln. (pH 4-5), anomalous effects appear 
the polarographic wave molybdates the 
considerable decrease (45%) the height the 
molybdate wave. 


1529. Effect the total composition the 
mineral the results determina- 
tion molybdenum granitoids. Vainshtein 
and Pavlenko (V. Vernadskii Inst. Geo- 
chem. and Anal. Chem., Acad. Sci., U.S.S.R., 
Moscow). Zhur. Anal. Khim., 1956, (4), 
calibration curves for the deter- 
mination granites and diorites show 
parallel displacements. The effects are studied 
labelled atoms, and shown that the displacement 
the minerals. practical method allowing for 
the displacement described. SMITH 
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2.—INORGANIC ANALYSIS 


1530. Fluorimetric determination tungsten 
with rhodamine Akira Murata and Fumio 
Yamauchi (Faculty Eng., Shizuoka Univ., 
Oiwake, Hamamatsu). Chem. Soc. Japan, Pure 
Chem. Sect., 1956, (8), intensity 
the fluorescence spectrum (max. 
rhodamine (I) acid soln. decreases with 
increasing amount The working curve 
with the use 0-1% soln. for the 
final soln.). Sodium chloride essential keep 
the intensity the fluorescence decreases 
with time but remains const. min. after the 
addition positive error results from the 
and and negative error from Al, 
pptd. with cinchonine (the ppt. dissolved NaCl 
and the soln. neutralised), any interference 
eliminated. 


1531. Volumetric determination uranium with 
ferricyanide. Simon and (Inst. 
Anal. Chem., Charles’ Univ., Prague, Czechoslo- 
vakia). Chem. Listy, 1956, (6), 
previous reduction with zinc amalgam 
oxidimetric reagent. Titration can carried out 
metric indication the end-point has been found 
suitable. Procedure—Shake the soln. con- 
with zinc amalgam and (5%) 
for min. Separate, wash the amalgam, 
neutralise the combined liquids with Na,CO, 
5g), then add KCN 3g), (1g) 
and shake dissolve before titrating with 
There interference from Pb, Bi, 
Cu, Sn, As, Sb, Zn, Ni, Co, Cr, Ca, Mg, Th, Be, 
and small amounts Ti, and Al, but Mn, 
and must absent. When using this method 
for determining ores, preliminary separation 
many elements carbonates (while remains 
soln.) has been found advantageous. 
detailed procedure given. The results were 
good agreement with those obtained gravi- 
metric method. 


1532. Composition uranyl selenite. Volu- 
metric determination uranium. Joshi 
(Benares Univ., India). Zhur. Anal. Khim., 1956, 
(4), 495-497.—Uranyl selenite 
quant. pptd. the addition aq. selenous acid 
soln. soln. uranyl salt 50% ethanol 
the volumetric determination the soln. 
mixed with excess 2-fold) 0-1N 
H,SeO, and ethanol sufficient give 50% concn., 
together with ammonium acetate soln. give 
and washed with ethanol. The ppt. then dis- 
solved conc. HCl and the are determined 
iodimetrically. SMITH 


1533. Estimation uranium presence rare 
Seshadri (Univ. Delhi, Delhi). Sci. Ind. Res., 
India, 1956, (8), 480.—Morellin found 
satisfactory reagent for the spectrophotometric 
estimation salts values lower than 
7-0. Rare earths (Ce, and interfere 
values near 7-0 the proportions are larger 
than those lower values (6-3), much 
higher proportions (4-0 cerite earths, 1-0 


[Abstr. 


not interfere. Dilution has marked 
made the presence 4-0 cerite earths, but 
with 0-1 the amount cerite earths present 
must not exceed 0-2 mg. 


1534. Determination uranium content radio- 
active minerals autoradiography. Umama- 
heswararao and Krishnaswamy (Atomic Energy 
Estab., Bombay, India). Indian Acad. 
1956, (3), 144-151.—The specimen in. 
wax, and photographic plate exposed 
it. The relation between the product 
content and exposure time, and photographic 
density, linear. This technique can therefore 
used autoradiographic method estimating 
given ore. (20 references.) 


1535. Argentimetric titration 
Duchleiter and Ilver (Farmakopékommisionens 
Lab., Copenhagen). Dansk 1956, 
Suppl. Aage Schou, 69-78.—In 
virtue their applicability acid solution, di- 
chloro(R)fluorescein (I) and 
amine red (II) can usefully replace fluorescein 
the direct argentimetric titration halides. 
H,SO,. gives sharper indications than fluores- 
cein. not applicable for the titration I-, 
but specially recommended for the titration 
Cl- Br- liberated hydrolysis from org. com- 
pounds. The results obtained direct titration 
are good agreement with those obtained the 
standard Volhard procedure. ARUP 


1536. Quantitative determination 
the use impregnated filter-paper. Kielczewski 
(Dept. General Chemistry, Univ., Poznan). 
Roczn. Chem., 1956, (3), 953-958.—A simple 
procedure for the determination micro quantities 
fluorides the use filter-paper impregnated 
with uranyl ferricyanide described. The method 
based the fact that cause bleaching the 
orange colour the reagent and leave white 
spot the treated filter-paper, whose area then 
measured. Chlorides, bromides and iodides not 
interfere. sheet Whatman 
No. filter-paper (46cm 8cm) with 
allow dry and then cut into strips 
1-4cm wide. Immerse the strips 0-02 uranyl 
nitrate, rinse with water and dry 70°. Transfer 
the sample solution (about means 
micro-pipette the prepared 
Hang the paper inside glass cylinder 
diam. and high) containing about 
glycerol water mixture (1:2). Place the cylinder 
boiling-water bath and cover with glass 
plate. Allow the liquid travel upwards the 
paper. When the solvent front has reached the upper 
part the paper, remove the paper and dry 
70°. Measure the area the white spot. Prepare 
method was found satisfactory for determining 
fluoride apatite, fluorite, tooth enamel, etc., and 


1537. New method for the specific determination 
Khim., 1956, (4), 470-478.—The indophenol 
reaction appears specific for Cl. Oxidising 
agents such Br, Mn!V, H,O, and mono- 
and di-chloroamines have effect. The mechanism 


Abstr. 


the reaction between aromatic amines and 
phenols alkaline medium the presence 
studied, and method determining small 
described. The sample water (200 ml) treated 
acidified with two drops HCl. The mixture 
shaken and the solvent layer transferred 
another separating funnel where the extracted 
shaking with NaOH. The aq. layer, 
after removal the mixed with 0-1 
phenol and one drop aniline. After min. the 
intensity the blue colour measured means 


1538. Determination hypochlorites and chlorites 
Molotov Leningrad Technol. Anal. 
Khim., 1956, (4), 453-458.—The optimum con- 
ditions for potentiometric titration with Na,SO, 
hypochlorites and chlorites are and 
respectively, but simultaneous determination 
impossible because the instability the soln. 
over the range. recommended that the 
sum hypochlorite and chlorite determined 
iodimetrically, and that the hypochlorite alone 
determined titration with 
arsenous acid >9. SMITH 


1539. Micro-analyses with ion-exchange resins. 
The detection small quantities bromides 
with the Schiff reagent. Masatoshi Fujimoto (Chem. 
Inst., Univ. Tokyo, Japan). Bull. Chem. Soc. 
Japan, 1956, (5), 571-574 (in German).—The 
micro-detection bromine bromides described. 
treated with HCl and diluted 
about with water, then treated dropwise with 
30% soln. until the colour 
after the addition 0-1 HCl, the mixture 
grain cation-exchange resin (Dowex 50W-X8) 
and mixed. After several min. the resin washed 
times with water and then treated with the 
Br-containing test soln., when, according the 
quantity present, the resin assumes violet 
colour, readily observed through lens. simple 
micro-apparatus described, used conjunction 
with this procedure, for the oxidation bromide 
Br; the method has detection limit 1-2 
with limiting concn. 105 for bromides. 

WHALLEY 


1540. Volumetric estimation iodine iodide. 
Viswanathan and Gireesan (Loyola Coll., 
Madras, India). Indian Chem. Soc., 1956, (8), 
slight excess 3ml) 0-1N 
mixture shaken and set aside the dark for 
about min. for the oxidation the iodide 
iodine completed. well-shaken mixture 
the bottle shaken, and set aside the dark for 
min. for the*reduction the excess 
the glycerol. Chloroform ml) added 
and the free iodine titrated against 0-1 
with continual shaking, until the violet colour 
the organic layer discharged. show the 
deviation from the correct value 
and only when the thoroughly 
desiccated before use. 


2.—INORGANIC ANALYSIS 


1541. Extension the method Lingane and 
Karplus for the potentiometric determination 
manganese minerals and products ferrous 
metallurgy with high silicon content. Braico- 
vich and Landi (Montecatini Settore Allu- 
minio, Stabilimento Porto Marghera, Venezia, 
Italy). Metallurg. Ital., 1955, (12), 559-564.— 
order extend the accurate potentiometric 
method Lingane and Karplus (cf. Brit. Abstr. 
1946, 153) material higher content Si, 
necessary remove the partially dehydrated 
SiO,, whose presence leads high results. The SiO, 
most suitably removed attacking the sample 
successively with HCl, and The 
besides removing the excess HF, facilitates the 
oxidation carbonaceous matter. 
sample treated platinum capsule with 
HCl (1:1). The soln. gently warmed, 
added small portions. The soln. evaporated 
fuming and held this stage for min., 
care being taken avoid evaporation dryness. 
After being cooled, the contents the capsule are 
dissolved water, and any slight residue 
soln. (220 230 ml) added, and the acidity 
adjusted with H,SO, (1:1) NaOH 
The then titrated potentiometrically 
with KMnO,. blank estimation should 
performed. The total time for the analysis 


1542. The detection iron with ferron and 
tributylammonium acetate. Ziegler, Glemser 
and Petri (Anorg.-chem. Inst., Univ. 
Germany). anal. Chem., 1956, 158 (6), 
detect Fe, mix acid soln. the sample 
7-iodoquinoline-5-sulphonate (ferron) drops) and 
tributylammonium acetate (10 drops) and shake 
green green colour the upper layer indicates 
fluorides and oxalates interfere; and can 
masked with KCN, and VO,?+ and 


1543. Micro-analysis with the aid ion-exchange 
resins. VII. Trace detection iron with three 
types phenol derivatives, i.e., tiron, sulpho- 
salicylic acid and sodium chromotropate. Masatoshi 
Fujimoto (Univ. Tokyo, Japan). Chem. Soc. 
Japan, 1956, (7), 776-783 (in German).—By 
direct application colourless strongly basic anion- 
exchange resins chelate-forming reactions, various 
important sensitive detection methods have been 
newly established. shown that the forma- 
tion characteristic self-coloured chelate anions 
the interaction phenol derivatives, i.e., 
tiron, sulphosalicylic acid sodium chromotropate, 
with ferric salts, unusually perfect detection 
method for Fe!!! can devised. The experimental 
conditions for the highest sensitivity are condi- 
tioned various factors, e.g., type resin, con- 
centration reagent soln. and value test 
soln. Procedure with white 
spot-tile several grains strongly basic, slightly 
moistened anion-exchange resin, Dowex I-XI 
form), and one drop 0-1 aq. 
soln. tiron. Stir thoroughly and after min. 
add successively one drop test soln. and two 
three drops buffer soln. (pH 4-7; pt. acetic 
acid and pt. ammonium acetate). About 
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ANALYSIS 


min. after mixing, violet coloration may 
observed with lens the edges over the entire 
resin grains. The detection limits for vary 
from 0-008 depending interfering ions 
present. Thirty-one ions were investigated for their 
date, chromate, molybdate and tungstate exhibited 
considerable effect. Such anions fluoride, oxalate, 
tartrate and citrate interfered only slightly. 


1544. Use complexones chemical analysis. 
Colorimetric determination iron with Com- 
plexone Schneider and Janko (Dept. 
Vacuum-technics, Tesla-VrSovice, Prague, Czecho- 
slovakia). Chem. Listy, 1956, (6), 899-902.— 
When treated with Complexone III (EDTA) and 
H,O, aq. Fe*+ yield violet complex, suit- 
able for colorimetric determination. There 
interference from many metals nor from organic 
and inorganic anions. For the determination 
(30%) are used. The extinction measured 
The procedure for the determination 
traces pure zirconium described. 

ZYKA 


1545. acid new indicator for the 
compleximetric determination iron. Sommer 
and (Inst. Anal. Chem., Masaryk Univ., 
Brno, Czechoslovakia). Chem. Listy, 1956, (8), 
soln. kojic acid and methylene 
blue can used indicator for the compleximetric 
determination Fe. the 
sample (12 Fe) with aq. NH, Na,CO, 
and add 0-5 vol. buffer soln. (94-5 chloroacetic 
acid and 34g acetate dissolved litre 
kojic acid soln. (0-5%) ml) (five drops for each 
the sample) and five seven drops 
methylene blue soln. Warm 60° and 
titrate with EDTA (disodium salt) 
green coloration. the presence Al, temp. 
must not exceed 50°; when titrating Cu, temp. 
95° must maintained. Interference caused 
Hg, Bi, Ni, phosphates, fluorides, oxalates and 
tartrates. Good results were obtained the 
presence Cr, Ti, Ce, Co, Al, Pb, and Cd. 
excess sulphate gives low results. ZYKA 


1546. Rapid photometric determination small 
amounts iron the presence nickel and 
chromium. Bélohlavek (Spojené 
Kladno, Czechoslovakia). Chem. Listy, 1956, (7), 
1195-1197.—The interference and the 
photometric determination alloys, with 
KSCN reagent, can avoided carrying out 
mixture (1:1) and HNO, (1:1), add H,SO, 
(1:1), transfer the soln. volumetric flask 
(500 ml) and adjust the volume. the 
soln. add soln. citric acid (20%) and 
soln. add citric acid (20%) (10 ml) and H,O (10 ml). 
Measure the extinction, with blue green filter 


1547. Spectrophotometric determination micro 
quantities iron, titanium and aluminium when 
they accompany each other. Use 8-hydroxy- 
quinaldine and oxine. Kenji Motojima and Hiroshi 
Hashitani (Fac. Sci. and Eng., Ritsumeikan 


1544-1549 


Univ., Kyoto). Bull. Chem. Soc. Japan, 1956, 
(4), 458-460.—The method described can used 
and about soln., with standard 
deviations +2-4% for (19 results), for 
(25 results), and for (24 results). 
Relatively large amounts the alkali, ammonium, 
and salts Cl-, NO,- and SO,?- 
not interfere. Tartrate, and metal ions that 
form chelates with 8-hydroxyquinaldine 
and oxine acetic acid and acetate medium must 
and suitable amounts aq. NH, and 
ammonium acetate adjust the 5-3 0-2. 
Shake vigorously for min. separating funnel 
and dry the CHCl, extract with anhydrous 
Measure the extinction the 
extract (Ti and Fe) and 580 (Fe) 
against blank solution. Determine the and 
reference suitable calibration curves. 
Wash the aq. layer with ml), transfer 
H,SO, and heat remove solvent. the 
oxine acetic acid and sufficient ammonium 
acetate adjust the 5-0 Transfer 
separating funnel, adjust the vol. about 
ml, and add exactly Shake 
vigorously for min. Allow separate, dry the 
extract with anhydrous Na,SO, and determine the 
extinction 390 my, against blank soln. Deter- 
mine the amount from suitable calibration 
curve. 


1548. Rapid routine analysis free acid, ferrous 
sulphate and ferric sulphate iron-pickling liquor. 
Kimio Mukaewaki (Nippon Tokushu Steel Tube Co. 
Ltd., Funato, Itabashi-ku, Tokyo). Japan Analyst, 
1956, (8), 446-449.—The alkalimetric titration 
H,SO, 20%) satisfactorily carried out 
the presence Fe?+ and Fe*+ the addition 
mixed indicator methyl red and bromocresol 
green used; the colour change 5-1. The 
determination free H,SO, measurement 
the density the gas volumetric method with 
more satisfactory than this titration. 
Ferrous and ferric ions are titrated with 
the usual method. 


1549. Effect various iron compounds the 
transmission and colour soda lime silica glass. 
Simpson. Glass Ind., 1956, (5), 
280.—The Fe?+ and are determined titration 
with (o-phenanthroline indicator) before 
and after reduction with SnCl,. 
bubbled with CO, and boiled 48% 
added. After the dissolution the sample, 
added prevent the destruction the indicator 
the excess HF, and the cooled solution 
titrated the colour change from orange green. 
The solution for the determination the total 
prepared with the same quantities, and reduced 
the dropwise addition SnCl, until the solution 
colourless. The excess SnCl, removed 
the addition satd. solution HgCl, until 
slight white ppt. appears (if black, too much 
has been used and fresh solution must made). 

SUGDEN 
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Haywood and Sutcliffe (Catton Co. Ltd., 
Steel Foundry, Hunslet, Leeds, England). 
Analyst, 1956, 81, the method des- 
cribed, the copper complexed 
hexanoneoxaldihydrazone (I) and the resulting blue 
colour measured absorptiometrically 570 
600 mp. The sample dissolved HCl 
and HNO, and, interfering amounts occur, 
the soln. fumed with oxidise the 
The diluted residue treated with citric: 
acid and aq. and aliquot treated with the 
reagent. After min. the extinction measured. 
modification applicable spot testing the 
metal surface described. JONES 


1551. Determination low carbon contents 
steel. Methods Analysis Committee, British Iron 
and Steel Res. Ass. (11 Park Lane, London). 
St. Inst., 1956, 183 (3), 287-299.—Methods avail- 
able for the determination steel, particularly 
formed combustion, have Those 
most value are considered the gravi- 
metric method outlined B.S. 1121: Part 
modified include the use multiple factor- 
weight sample; absorption the CO, standard 
Ba(OH), and titration the excess alkali; lique- 
faction the evolved CO, liquid-oxygen trap 
and subsequent measurement the volume gas 
obtained; (iv) absorption the CO, alkaline 
solution and its evaluation the conductivity 
change produced. The first two methods can 
expected give results within 0-002% 
adequate for routine work, and the latter two within 
0-001% better, for specialised applications. 

Lay 


1552. Aluminium reduction method for determina- 
tion oxygen steel. Wells (Steel Company 
Wales, Ltd., Newport, Mon.). Ivon St. Inst., 
1956, 184 (2), method consists 
fusing the steel sample with excess vacuo, 
the sample being contained graphite boat 
enclosed mullite refractory tube. The fused 
samples are dissolved HCl and the residual 
determined gravimetrically after removal any 
SiO, present ignition after adding HF. blank 
experiment carried out with steel known low 
oxygen content. Results obtained this method 
compare well with those obtained the vacuum- 
fusion method. ABSTR. 


1553. The colorimetric determination cobalt. 
Michal and (Inst. Anal. Chem., Charles’ 
Univ., Prague, Czechoslovakia). Chem. Listy, 1956, 
(6), contact with air, cobaltous 
salts ethylenediamine soln. can oxidised 
the yellowish brown complex ion [Co(en),]*+. This 
reaction was used for the colorimetric determination 
Ag, Hg, Bi, Cd, As, Sb, Sn, Ca, Sr, Ba, Mg, 
20) and equal amount interfere. the 
presence Al, Zn, and Sb, the reaction must 
carried out NaOH soln. prevent the pptn. 
hydroxides these elements. Hydroxides Fe, 
and formed ethylenediamine soln. can 
removed filtration; any error arising from the 
adsorption the hydroxides can eliminated 
using method standard addition. Calibration 
curve—To series soln. containing 0-1 0-8 
NaOH soln. (50%), adjust the volume and mix well. 
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Measure the extinction 360 mp. The method 
suitable for determining 300 Co. 


1554. The determination cobalt alloys. 
Gritsyuta. Sb. Trudy Odessk. Gidrotekhn. 
Inst., 1953, (4), 171-175; Ref. Zhur., Khim., 1956, 
Abstr. No. 32,777.—Dissolve the chromium cobalt 
ore (0-5 HNO, (1:1), boil, then make 
soln. add tartaric and malonic acids 
each), saturated acetate soln. ml) and 
alkali ml), and heat for min. Then 
water), mix well, and after min. compare 
the colour with series standards containing the 
same amount nitroso-R salt the soln. being 
analysed. The accuracy the method 0-1 
0-5%. The time for determination min. 


1555. Rapid analytical methods for metals and 
minerals. Oxidimetric determination cobalt 
solutions glycine. Kopanica and Dolezal 
(Inst. Anal. Chem., Charles’ Univ., Prague, Czecho- 
slovakia). Chem. Listy, 1956, (8), 
Conditions for direct oxidimetric potentiometric 
determination with K,Fe(CN), the presence 
glycine (pH 9-5 12) have been worked out. 
using potentiometric and polarographic methods 
has been proved that the complex cobaltous 
salt with glycine more stable than the correspond- 
ing complex with ammonia ethylenediamine. 
The determination can carried out without using 
inert atmosphere, the presence large 
amounts Ni, Cr, Mo, Cu, Zn, As, Cd, 
and Ba, and the presence small amounts 
and Mn. The method was confirmed deter- 
mining nickel salts, alloys, steels and minerals. 
Procedure for Co-Ni the sample 
HNO, and evaporate the soln. with 
Dissolve the residue dil. HCl and transfer 
volumetric flask. Separate the means 
BaCO, and centrifuge, and aliquot part 
the soln. (150 ml) add glycine adjust the 
with NaOH soln. and titrate with 0-05 
The error does not exceed 

ZYKA 


1556. Quantitative electro-deposition radio- 
cobalt, and -iron. Maletskos and 
Irvine, jun. (Mass. Inst. Technol., Cambridge, Mass., 
1956, (4), 84-93.—Pro- 
cedures and apparatus are described which enable 
>99% recovery radioactive nuclides Co, 
and Fe; inactive carrier used. The 
sources, copper planchettes, are mechanically 
stable, and apart from slight reduction activity 
during the first few months due 
oxide-film formation the sources show expected 
nuclear decay for several years. The times for 
plating are, for 1-25 hr. 3-5 hr., depending 
the electrolyte, for hr., and for 


1557. Determination water complex 
compounds the Fischer reagent. Zemlya- 
kova (Lensovet Leningrad Tech. 
Obshch. Khim., 1956, (10), 
the complexes 
and not determined the 
Fischer reagent and only the water outside the 
complex determined the salts 
SMITH 
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1558. Adsorption precipitation chromatographic 
method separating nickel and cobalt means 
dimethylglyoxime. Gurvich (Inst. Phys. 
Chem., Acad. Sci., Anal. Khim., 
1956, (4), 437-441.—A column containing 
mixture (10:1) activated birch charcoal and 
dimethylglyoxime the upper part tube and 
pure charcoal the lower part used. From 
soln. containing and Co, preferentially 
adsorbed. The lower part the column retains 
dimethylglyoxime washed out the upper. 
presence large amounts 3700 times the 
Ni), column containing mixture (10:1) Al,O, 
and dimethylglyoxime used. SMITH 


1559. Analysis nickel-plating baths. Brako 
(Henry Levine Sons Inc., New York). Metal 
Finish., 1956, (9), 61-64.—The theory, procedure 
and calculations are given for new method 
estimating plating baths. Murexide reacts 
with form lemon-yellow compound which 
stable neutral alkaline media; the colour 
persists excess ammonia. Titration the 
sample with NaCN, with murexide indicator, gives 
yellow colour and, when all the free have 
reacted, slight excess NaCN attacks the Ni- 
murexide complex and liberates murexide, which 
gives pinkish-purple colour, with orange inter- 
mediate colour that serves warning the 
end-point. present the solution, conc. 
aq. NH, added which precipitates the and 
does not interfere with the results. Comparison 
results with those the NaCN AgI method shows 
them excellent agreement. The method 
shows promise for the estimation Cu. 


1560. Micro-method for Kjeldahl determination 
nitrogen coal. Dermelj and Strauch 
(Chem. Inst., Acad., Ljubljana, Yugo- 
slavia). Bull. Sci. Yougosl., 1956, (1), (in 
air-dried ground sample (100 mesh 
per cm) 100 mg) weighed into digestion 
flask with mixture K,SO,, HgSO, and 
H,SO, added and the 
mixture boiled gently until particles are longer 
visible. After further heating for min. 
complete the conversion into alkali 
added and the distilled into aq. B(OH), con- 
taining red methylene blue indicator. The 
distillate titrated with 0-02 Results 
agree well with those the macro-method and 
with theoretical results for cystine, etc. 

PEARSON 


1561. Differential thermal analysis: apparatus 
and possibilities identifying clay minerals and 
natural carbonates. Baron, and 
Lubeck, Paris). Rev. Inst. Frang. Pétrole, 1956, 11, 
sample and inert standard 
material (e.g., corundum) are packed round opposed 
thermojunctions two cylindrical cavities 
nickel carrier, which can heated vertical 
electric tube-furnace 25° per min. The differen- 
temp. the sample surrounding independent 
thermocouple third cavity. The thermal effect 
any reaction, decomposition, transition under- 
gone the sample shows peak valley 
the curve. The positions such peaks 
valleys enables minerals identified; and their 
heights, the areas they enclose with the abscissa, 
can some cases mixtures dolomite and 
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calcite) give quantitative data they are compared 
with corresponding measurements for mixtures 
known proportions. (27 references.) 

PEARSON 


See also Abstracts 1415, 1416, 1417, 1419, 1421, 
1424, 1425, 1427, 1689, 1725, 1732. 
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1562. The error organic micro-analysis. 
Standardisation and control determination 
carbon and hydrogen. Hiroshi Fujiwara and Masami 
Kan (Res. Lab., Takeda Pharm. Ind., Juso-nishino- 
cho, Higashiyodogawa-ku, Osaka). Soc. 
Japan, 1956, (8), there was 
significant difference between analytical results 
obtained different analysts (Amal. Abstr., 1957, 
133) the standardisation procedures that had 
hitherto been left the discretion each operator 
was studied. The source error weighing 
appears arise mainly from small difference 
temp. the weighing tube and the weights; the 
reading the optical scale automatic balance 
should repeated until const. value reached. 
The amount should also made const. 
(180 for <5-0% 200 for 9%, and 
220 for >9-0%). 

Sources error determination carbon 
and hydrogen Hiroshi Fujiwara and Masami 
Kan. 1956, (8), 
analysis was employed elucidate the source 
with the proposed standard procedure. The pre- 
cision for 0-203 for significantly 
better than that the previous report cit.). 
The greatest source error the use the 
balance. 


1563. Rapid methods micro-elementary analy- 
sis. Simultaneous determination carbon, 
hydrogen and halogens organic halogen com- 
pounds. Korshun and Sheveleva (Inst. 
Element.-org. compounds, Acad. Sci., U.S.S.R., 
Moscow). Zhur. Anal. Khim., 1956, (4), 
382.—Pyrolytic combustion halogen-containing 
organic compounds empty tube without 
catalyst gives low results for carbon content even 
with large excess and high temp. (900° 
950°). Satisfactory results are obtained the 
presence platinum catalyst. SMITH 


1564. Organosilicon compounds. 
mination carbon and hydrogen organosilicon 
compounds. and Komers (Res. Inst. 
Pharm. and Biochem., Prague, Czechoslovakia). 
Listy, 1956, (7), 1120-1125.—A simple 
semi-micro method for the determination and 
organosilicon compounds has been developed. 
layer long) the decomposition product 
was used combustion catalyst (cf. 
Anal. Abstr., 1956, 733, 
method was adapted for the determination com- 
pounds which have low b.p. The apparatus 
described has arrangement which the capillary 
tube containing the sample can opened without 
opening the combustion tube. 


1565. The polarographic determination sulphur 
organic compounds. Trifonov, Ch. Ivanov 
and Pavlov. Khim. Inst. Bulgar. Akad. 
Nauk, 1955, 3-17; Ref. Zhur., Khim., 1956, 


Abstr. 


Abstr. No. 36,212.—Dissolve the sample containing 
(water, alcohol, benzene), add little H,S-free 
suspension skeletal nickel catalyst, and warm 
micro-Kjeldahl apparatus. Decompose the NiS 
formed with 30% H,SO, and absorb the H,S 
graphic method Kolthoff and Miller. Determine 
larger quantities 1-7 mg) the following 
indirect method. Precipitate the S?- absorbed 
the NaOH soln. with excess Cd?+. The quantity 
not taking part the reaction determined 
polarographically. The method 
useful for the determination petroleum 
products, and for the determination elementary 
etc. The time for determination 


1566. The role aluminium halogen alcoholates 
the Meerwein Ponndorf Verley reduction. 
Determination the oxo group modified 
Meerwein reduction. Simonyi, and 
Gal (United Pharm. and Nutrition Factory, 
Budapest). Acta Chim. Acad. Sci. Hung., 1956, 
(1-3), 217-226 (in paper has 
already been published Hungarian, Magyar 
Kém. Foly., 1955, 61, Anal. Abstr., 1956, 

1567. Determination the degree branching 
paraffin hydrocarbons the composition 
the method infra-red spectroscopy. Yu. 
Egorov and Petrov (Inst. Org. Chem., 
Acad. Sci., U.S.S.R., Moscow). Zhur. Anal. Khim., 
1956, (4), intensities the infra- 
bands 3-42 and 3-51 become less the 
branching paraffin hydrocarbons increases, whilst 
the intensity the band 3-38 increases with 
the degree branching. The relative intensity 
the bands 3-42 and 3-38 that the bands 
3-51 and 3-38 sensitive measure the 
degree branching. SMITH 


1568. Polarographic determination 
oxide. Cabani and Lardicci (Inst. Gen. 
Chem., Univ. Pisa, Italy). Gaz. Chim. Ital., 1956, 
86, 325-341.—A polarographic estimation aq. 
mesityl oxide soln. the concn. range 
Na,HPO, buffer); the 1-32 vs. the S.C.E., 
aq. soln. for 10-? soln., and 
soln. for lower concn.). Errors the deter- 
mination can reduced (relative). The 
estimation may also carried out aq. 
ethanolic medium, with the same suppressor. For 
50% ethanolic soln., the vs. the 
S.C.E. 5-3, the same type buffer being 
employed. 


1569. Determination small amount 
methanol. Yuzi Takayama (Mitsubishi Rayon Co., 
Kyobashi, Tokyo). Analyst, 1956, (8), 
method for the determination 
methanol the use its diazo-coupling reaction 
(Ber., 1926, 59B, 679) was applied its deter- 
mination (0-1 1%) formaldehyde, acetone, 
chloroform (I) and dichloromethane For the 
analysis and II, the use dioxan (15 for 
ml) and surface-active agent, alkyl sulphate 
ml), was suggested. The error 
The sample soln. mixed with NaNO, soln. and 
dil. HCl stoppered separating funnel, treated 
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with surface-active agent and alkali and oxidised 
with The product mixed with sulphanilic 
acid and NaOH soln. and the 
resulting soln. submitted photometry 
480 according Fischer’s procedure. 


1570. Application complexones the deter- 
mination sugars. Potterat and Eschmann 
(Lab. Service Fédéral Pub., Berne, 
Switzerland). Ann. Falsif., 1956, 49, 
Because certain drawbacks the Luff Schoorl 
soln., the use EDTA proposed for the estima- 
tion pptd. from alkaline soln. sugars. 
soln. containing CuSO,.5H,O (25 g), 
EDTA (disodium salt) (37-22 and 
(286 water litre) allowed stand for 
several days and then filtered. This soln. (10 ml) 
together with soln. (10 ml) the sugar containing 
2-5 35mg brought the boil under reflux 
and then heated for min., after which time 
boiling stopped adding cold water (20 
ml). The cooled ppt. filtered off and dissolved 
conc. HNO, and the filter then rinsed with 
hot HNO, (5ml). few cases may 
necessary repeat the treatment with dil. 
The soln. approx. neutralised with aq. 
resulting soln. diluted 250 and titrated with 
EDTA (disodium salt), with murexide 
indicator. The accuracy the method within 
~+0-4%. SLATER 


1571. Paper-chromatographic identification 
carbohydrates means p-toluidine hydrochloride. 
Staggemeier for Danmarks 
Brugsforeningers Central Lab., Copenhagen). Dansk 
1956, Suppl. Festskr. Aage 
Schou, are given the identi- 
fication common sugars mixtures with the 
ethanolic soln. developer. the procedure 
described, the air-dried paper strips are passed 
through this soln. The resulting chromatograms 
are sharply defined and permanent. ARUP 


1572. Qualitative and quantitative paper chromato- 
graphy aliphatic aldehydes and ketones. Tun- 
mann (Inst. Pharm., Univ. Wiirzburg, Germany). 
Arch. Pharm. Berlin, 1956, 289 (7), 329-338.—The 
paper-chromatographic separation the 2:4- 
dinitrophenylhydrazine deriv. several aliphatic 
aldehydes and ketones described and four solvent 
systems are compared—cyclohexane methanol 
acetic acid water (6:12:1:2); cyclohexane 
hexane propanol acetic acid water (6:12:1:2); 
and petroleum spirit (55° 70°) methanol acetic 
acid water (3:6:1:1); all are two-phase systems 
except the propanol mixture. values are tabu- 
lated for each system. For quant. determination, 
ethanolic soln. the aldehydes and ketones 
treated with slight excess 
hydrazine soln. dissolved 600 85% 
H,PO, and diluted with 395 95% ethanol), 
and allowed stand overnight. The resulting 
hydrazone soln. subjected ascending paper 
chromatography, each application containing 
the carbonyl compound. After separation the 
components, the strip sectioned and extracted 
with about ethanol, and the extinction 
compared with that blank soln. 

WHALLEY 
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1573. Ultra-violet spectrophotometric determina- 
tion acetaldehyde acetic acid. Capitani, 
Bini and Peccatori (Soc. Rhodiatoce, Milan). 
Chim. Ind., 1956, (8), 671-673.—Acetaldehyde 
acetic acid has absorption max. 
corresponding specific extinction coefficient 
3-34. From measurements this point and 
calibration curve, 0-005 acetaldehyde 
impurity acetic acid may determined with 
greater accuracy than chemical methods. 


1574. Application titration non-aqueous 
solution. Volumetric determination carbonyl 
compounds. Naochika Nakayama (Res. Lab., 
Takeda Pharm. Ind., Juso-nishino-cho, Higashi- 
yodogawa-ku, Osaka). Analyst, 1956, (8), 
459-461.—The potentiometric titration phenyl- 
hydrazine and its derivatives (4-nitro-, 4-dinitro-, 
4-bromo- and 4-tolyl-) was studied with 
hydrazine (II) gives the most distinctive titration 
curve. Carbonyl compounds are treated with 
twice that the sample) (10 for 
min. <20°, and titrated with 
Those that react slowly with are treated 
60° 70° and transferred into cold after the 
excess ethanol has been evaporated off. 


1575. Determination sodium formate organic- 
type bright nickel solutions. Langford. 
Electroplating, 1956, (9), 293.—The method 
and boiling, filtration, removal levellers and 
brighteners from the filtrate with activated 
filtration, oxidation with known excess 
and titration liberated iodine with 0-1 
(starch indicator), and calculation the 
formate content from the amount 


1576. Determination mono-, di- and 
chloroacetic acids mixtures infra-red spectro- 
scopy. Akira Ito and Shindo Hideyo (Takamine 
Res. Lab., Sankyo Co. Ltd., Shinagawa-ku, Tokyo). 
Ann. Rep. Takamine Lab., 1955, 83-87.—The 
infra-red absorption mono-, di- and tri-chloro- 
acetic acids (I, II, III) was measured CS,, and 
its application their analysis studied. Bands 
8-26, 12-18 (or 8-39) and 11-79 are used key 
bands for and III, respectively. The extinction 
proportional concn. for concn. <5% CS,. 
Acetic acid can removed distillation. The 
error <1-0% for binary mixture. cannot 
determined present amount less than 
half that plus III; the band 8-39 not 
suitable for use when the weight present 
greater than half the weight 


1577. Determination Complexone [nitrilotri- 
acetic Cihalik and Novak (Inst. Anal. 
Chem., Charles’ Univ., Prague, Czechoslovakia). 
Chem. Listy, 1956, (7), 
methods for the volumetric determination nitrilo- 
triacetic acid (I) have been revised and some new 
procedures examined. the determination 
small amounts the colorimetric titration with 
CuSO, soln., with catechol violet (in acetate 
medium) murexide (in aq. soln.) indicator 
most suitable. When determining higher amounts 
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the colorimetric titration without indicator 
preferable. The error was 


1578. investigation the products 
obtained electro-oxidation ethylenediamine- 
tetra-acetic acid, 
tetra-acetic acid and certain other amines with 
platinum electrodes. (Polarographic 
Inst., Acad. Sci., Prague, Czechoslovakia). Chem. 
Listy, 1956, (7), polarographic 
behaviour aldehydes and aldimines, resulting 
from the electrolytic oxidation EDTA, 1:2-di- 
aminocyclohexane-N acid, nitrilo- 
triacetic acid and diethylamine with platinum 
electrode, was investigated. 


1579. Compleximetry organic analysis. 
Determination quaternary ammonium salts. 
BudéSinsky and Vanitkova (Res. Inst. 
Pharm. and Biochem., Prague, Czechoslovakia). 
Chem. Listy, 1956, (8), 
addition products are formed with 
quaternary ammonium salts; the excess the 
reagent can determined compleximetrically. 
suitable amount the sample 
(1-5 1-8 milli-equiv.) 50-ml volumetric flask 
and dissolve H,O. Add one drop methyl 
red soln. then HCl KOH soln. until the soln. 
just alkaline. Add H,O and, with stirring, 
0-1 (10 Mix well, make vol., 
and filter through dry filter. Discard the first 
the filtrate, and the next add 
2ml buffer soln. (aq. NH, and 
and Eriochrome black indicator; dilute with 
H,O and titrate with EDTA till 
the colour changes blue. Carry out blank. 
Many quaternary ammonium salts were determined 
this method, with good results. The composition 


1580. method estimating salts the quater- 
nary ammonium bases. Knabe (Inst. Pharm., 
Chem. and Food, Brunswick, 
1956, (38), 874-876.—An ion-exchange 
method described for the estimation the 
quaternary ammonium salts, e.g. (2-hydroxyethyl)- 
and 
dihydrogen citrate, also m-dimethylcarbamoyl- 
oxyphenyltrimethylammonium bromide and 
methylsulphate, which the cation retained 
anion-exchange resin (Amberlite IRA-400 
Merck III). previously treated resin 
placed tube (10mm diam.), which 
added suitable quantity the quaternary com- 
flow through the column per min., the column 
then washed with water and the 
eluate directly titrated with HCl, Tashiro’s 
indicator being used. With the methylsulphate, 
excess acid added and then back-titrated 
theoretical. WHALLEY 


1581. Determination higher fatty amides 
the presence higher fatty nitriles. Hisahiro Kita 
and Kazuo Nambu (Wakayama Plant, Kawo 
Sekken Co. Ltd., Minato-Yakushu-Bata, Waka- 
yama). Chem. Soc. Japan, Ind. Chem. Sect., 
1956, (8), hydrolysis higher 
fatty amides and nitriles was studied under various 
conditions acid concn., temp. and time reaction. 
Lauramide (I) quantitatively hydrolysed the 
action HCl for hr. 100°, whereas 
lauronitrile (II) fails undergo hydrolysis under 
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these conditions. (>85%) mixture with 
determined distillation and acid base titration 
the NH, produced the hydrolysis. The error 
for <20% and for >20%. 
Stearamide (<85%) mixture with stearonitrile 
(100°) and similarly determined. 


the presence €-caprolactams paper chromato- 
graphy. Franc (Res. Inst. Synth. Resins, 
Czechoslovakia). Chem. Listy, 
(8), using descending paper 
chromatography, caprolactams can separated and 
detected with reagent. The solvent 
Acetic acid must absent for the detection. When 
under reflux with for hr., 
caprolactams can converted into the corre- 
sponding aminocaproic acids and then separated 
using the same technique described above. 
The detection can carried out 
with Pauli’s reagent soln. diazotised sulphanilic 
acid under u.v. light. Even 
caprolactam can detected. The described 
method can used for the quantitative determina- 
tion methyl homologues the presence 
e-caprolactams. values are given. ZYKA 


1583. The polarographic behaviour catechol, 
tiron, and chromotropic 
acid. and (Inst. Anal. Chem., 
Masaryk Univ., Brno, Czechoslovakia). Chem. 
Listy, 1956, (8), polarographic 
behaviour some polyphenols anodic oxidation 
was studied, with the dropping-mercury electrode 
and rotating platinum micro-electrode. The half- 
wave potentials catechol, tiron, 
naphthalene and chromotropic acid 
dependence were investigated and the 
observed phenomena are discussed. 


1584. Alkalimetric determination some de- 
pyridine. and (Res. Inst. Pharm. 
and Biochem., Prague, Czechoslovakia). 
Farm., 1956, (7), ethanolic soln. 
KOH used for the visual titration ten 
derivatives 4-hydroxycoumarin anhydrous 
pyridine with 
indicator. the sample (100 
250 mg) dry pyridine (30 ml). Add three drops 
indicator soln. (0-05% methanol) and titrate 
intense blue colour. The average error 


1585. Amperometric titration 
Zobov and Yu. Lyalikov (Kishinev State Univ.). 
Zhur. Anal. Khim., 1956, (4), 459-462.—In 
soln., 2:4-dinitrophenylhydrazine (I) gives 
soln. the waves have 0-546 and 
0-808 and aq. soln. the waves have 
Amperometric titration benzaldehyde 0-05 
H,SO, 75% ethanol can carried out 1-2 
with 3ml water give warm soln., which 
mixed with ethanol and, after cooling, 
made with ethanol. The method 
rapid (11 min.) and presumed applicable 
other carbonyl compounds. SMITH 
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1586. Sulphonation reactions. XI. Determina- 
and Starkov (Ivanovo Chem.-Tech. Inst.). 
Zhur. Obshch. Khim., 1956, (9), 
Results study the solubilities the salts 
amines with and p-benzenedisulphonic 
acids are described. determine the ortho acid 
mixture the isomers, the sample (25 
soln. containing the mixture) 
neutralised with NaOH the presence 
phenolphthalein and treated with hot 
phenylhydrazine hydrochloride. The solution 
diluted and set aside ice for The 
ppt. collected small filter and washed 
times with ice-cold water until the washings 
are free from Cl-. The ppt. then washed into 
beaker and titrated while boiling vol. 150 
with NaOH. The result low but 
correction can applied. determine the total 
acids, including H,SO,, the solution 
titrated with NaOH and SO,?- are deter- 
mined gravimetrically BaSO,. determine 
the sum the ortho and para acids, pptn. with 
2-naphthylamine suitable, and determine the 
para acid the absence the ortho isomer, pptn. 
with benzidine suitable. SMITH 


1587. Polarography aromatic heterocyclics. 
Polarographic reduction isoflavones. Volke 
and (Polarographic Inst., Acad. Sci., 
Prague, Czechoslovakia). Chem. Listy, 1956, (7), 
(but not flavones) 
buffered aq. ethanolic soln. occur two forms, 
the properties which change with pH. The 
polarographic differentiation flavones from iso- 
flavones and some flavones the presence 
each other thus possible. The values half-wave 
potentials 7-methoxy-, 7-hydroxy-, 7:4’-di- 
hydroxy-, 7-hydroxy-4’-methoxy-, 5:7-dihydroxy- 
4’-methoxy- and are 
given. 


1588. Analysis natural gas. Verrien 
(Régie Autonome des Pétroles). Rev. Inst. Frang. 
1956, (5), 641-683.—The general prob- 
lems involved the exploitation natural gas 
sources, such variations composition 
result changes temp. pressure, are discussed 
relation analytical requirements. Methods 
sampling are described, including procedures for 
storage and transfer samples for analysis. The 
methods analysis described include vapour-phase 
chromatography (elution, displacement), mass 
spectrometry, utilisation v.p. differences (frac- 
tional condensation distillation), elimination and 
determination H,S, RSH and extraction 
gas dissolved liquids (e.g., natural waters and 
drilling slimes), determination mol. wt. 
fraction and higher homologues, measurement 
contraction factor natural oils, detection and 
determination impurities (He, org. 
CO,, ABSTR. 


1589. Determination the particle size 
asphaltenes Pinilla (Lab. ensayo 
materiales investigaciones técnol. Pro- 
vincia Buenos Aires). Permanente del 
Asfalto, Argentina, 1955, 8th Ann. Meeting, pp. 
289-299.—The apparatus Northrup and Ausun 
used for measuring the diffusion constant the 
asphaltene particles bitumen. The asphaltenes 
are extracted from the bitumen with light petroleum 
(boiling range 60° 80°) and centrifuging, and are 
dispersed benzene; the rate diffusion the 
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suspension into pure benzene through sintered- 
glass diaphragm measured and the diffusion co- 
efficient calculated. The apparatus constant 
measured separately using substance known 
diffusion coefficient. The kinetically equivalent 
radius the particles calculated using the 
Einstein Stokes equation, and examples the 
results are tabulated for different bitumens. The 
micellar mol. wt. calculated from the particle 
volume, specific weight and the Avogadro number, 
and experiments show that its value increases with 
increasing concn. asphaltenes benzene, but 
not with temperature. The theory that differences 
between certain bitumens were due different 
mol. wt. the asphaltenes confirmed the 
results obtained with these bitumens. 
LEIGHTON 


1590. Analysis lubricating greases, soaps and 
similar products. Kaiser (Inst. Org. Chem. 
Ind., Leipzig). Chem. Tech., Berlin, 1956, (7), 
scheme described for the analysis 
lubricating greases (mixtures long chain iso- and 
with alkali, alkaline-earth, zinc, alu- 
minium, lead, etc., salts long-chain fatty acids), 
soaps (especially those derived from synthetic acids 
obtained oxidation paraffins), and similar 
products. Chromatographic methods are used for 
some the individual analyses whereby the process 
materially shortened and greatly simplified. The 
scheme, which includes several rapid methods for 
individual estimations, comprises separation the 
initial product into saponifiable and unsaponifiable 
components, their analysis, and estimation 
additives (perfumes, fillers, dyestuffs, etc.). 

WHITEHEAD 


1591. Determination total sulphur viscose. 
Demus (Vistra Works Lab. VEB Film Fabrik 
Agfa, Wolfen). Textiltech., 1956, 
(6), 268-275.—The following methods were investi- 
gated—(a) the conventional method oxidising 
the total H,SO, H,O, the presence 
known excess alkali, and titrating the residual 
alkali; (b) gravimetric method oxidising the 
H,SO, and (c) the gas method decom- 
posing the viscose with acid into H,S and CS,, 
absorbing the H,S acetate soln. and then 
the CS, 11% methanolic soln. KOH, and 
titrating both soln. with iodine. The 
methods and techniques are described and the 
sources error are discussed. For really accurate 
results standard gravimetric method necessary. 
This comprises oxidising the H,SO, with H,O,, 
evaporating nearly dryness, treating with conc. 
HNO, decompose cellulosic material, again 
evaporating nearly dryness, diluting with water, 
and pptg. BaSO,. Results from this method 
and method (c) agree closely. method (a) there 
formation CO, which combines with the alkali 
upset the accuracy the method; the amount 
CO, formed varies with the concn. alkali and 
the amount H,O, used. For accurate results 
with method (b) the clear soln. obtained filtering 
the product oxidation should not used for 
the pptn. since the cellulosic product 
filtered off contains marked amounts absorbed 
H,SO,; either the whole oxidation product must 
treated the standard method described above, 
additional estimation the H,SO, content 
the cellulose must made. WHITEHEAD 


1592. Determination total sulphur content 
viscose. Flégr and Berndt n.p., 


[Abstr. 1590-1596 


Neratovice, Czechoslovakia). Faserforsch. Textil- 
tech., 1956, (9), known methods 
for the determination the total sulphur content 
viscose are re-examined. new method des- 
cribed which the sulphur compounds are oxidised 
with H,O, sulphate and titrated indirectly with 
EDTA (disodium salt) after pptn. 
BaCl,. Results this method agree with those 
from gravimetric determinations within +0-01%. 
The procedure completed min. 


1593. Polarographic behaviour some monomers. 
Matyska and Klier (Inst. Phys. Chem., Acad. 
Sci., Prague, Czechoslovakia). Chem. Listy, 1956, 
(7), 1089-1094.—The polarographic behaviour 
methacrylic acid, its methyl, ethyl, propyl and 
butyl esters and vinyl cyanide was investigated, 
and was found that esters are reduced the 
dropping-mercury electrode potential about 
the S.C.E.). Their reduction waves are 
diffusion type and irreversible. The half-wave 
potentials, the diffusion and temperature coefficients 
and the rate hydrolysis these esters 13-6 
were measured. These findings were value for 
analysing reaction mixtures formed the co- 
polymerisation vinyl cyanide with butyl meth- 
acrylate. 


1594. Identification phenolic resins. Dooper 
and van den Valk (Verfinst. T.N.O., 
Rijswijk, Holland). 1956, (6), 
comparison has been made the 4-chloro- 
2-nitroaniline, 2:6-dibromoquinonechlorimine and 
p-nitroaniline colour reactions tests for phenolic 
wide range straight and modified phenolic 
resins, and varnishes and paints containing such 
resins was used. The reaction 
found the most reliable. With this reagent, 
saponification caustic alkali fusion the sample 
unnecessary; boiling the sample with methanol 
for sec. extracts sufficient phenols give 


1595. Determination chlorine polymers and 
copolymers poly(vinyl chloride). Lardera. 
Mater. Plast., 1956, (10), 
methods are reviewed, with comparisons results. 
The recommended method, based the combustion 
the polymer the presence platinum 
catalyst stream followed either Volhard 
determination potentiometric titration, des- 
cribed and applications are discussed. 


1596. Quantitative estimation urea and mel- 
aldehyde condensation Widmer. 
Kunststoffe, 1956, (8), 
methods, sufficiently accurate for works purposes, 
are described for estimating the total free and com- 
bined urea (I) and melamine (II) mixed (hardened 
unhardened) urea and melamine formaldehyde 
condensation products, which depend the am- 
monolysis the products (with liberation all 
bound and II) and the formation benzyl- 
amine-urea (III) the estimation and 
melamine picrate (IV) the estimation II. 
estimating powdered 0-5-g sample refluxed 
with pure benzylamine (oil-bath temp. 
210°) for hr. The cooled product treated with 
till blue Congo red paper, and the crystals 
III formed are filtered from the solution (of 
excess amine and by-products), washed, dried 
105° and weighed (wt. 0-2497 wt. III). 


Abstr. 1597-1603] 


When fillers are present, III redissolved anhyd. 
methanol, and the solution filtered and evaporated 
todryness. For lacquer resin yielding etherified 
products, before reaction with benzylamine the 
sample treated with times its amount 40% 
formic acid, the mixture evaporated dryness 
the water bath, and the dry product heated 
sealed tube with 22% aq. NH, for hr. For 
estimating II, the powdered 0-5-g sample heated 
160° sealed tube with 22% aq. 
NH,, for hr. for unhardened products, hr. for 
hardened products and hr. for laminates. The 
reaction product gently boiled remove 
and then boiling aq. solution picric acid 
per 150 ml) added. When crystallisation 
washed, dried 105° and weighed (wt. 


1597. Determination the end-groups poly- 
caprolactam. Myagkov and Pakshver 
(Ivanovo Chem.-Technol. Prikl. 
Khim., 1956, (11), 
determining amino and carboxyl end-groups 
polycaprolactam resin fibre are described. 
determine amino groups, the sample the 
90% phenol and the soln. treated with 
methanol (35 until liquid suspension 
obtained. Water (200 250 ml) added slowly, 
with stirring, and the mixture heated necessary 
give ppt. that settles and clear soln. The 
ppt. collected, washed with hot water, and trans- 
ferred 200-ml calibrated flask where treated 
200 3-5 (or 1-75) and portion 
filtered and titrated with 0-1 NaOH 
the methyl red end-point. the polyamide has 
previously been subjected acid alkali treat- 
ment, the amino groups can determined from the 
absorption methyl orange. The sample 
treated described above give filterable 
ppt., which then transferred calibrated 
methyl orange (sodium salt) containing 
per litre. The soln. diluted 100 
and extra 1-75 (or 0-85) water added. 
After min. the soln. filtered and the 
concn. methyl orange the filtrate determined 
colorimetrically. determine carboxyl end-groups, 
the sample (3g, the mol. wt. <10,000, 
filterable ppt., which transferred 200-ml 
calibrated flask and treated with 100 saturated 
NaCl soln. and carbonate-free 
0-025 KOH NaOH. The soln. made 
filtered after min. and titrated with 0-1 
HCl the methyl red end-point. 

SMITH 


1598. Determination small amounts acids 
and water polyorganosiloxane compounds. 
and Kloptsova. Zhur. Anal. Khim., 1956, 
acids and water polyorganosiloxanes are de- 
termined with accuracy 15% the 
content carrying out determinations pH, Cl- 
and SO,?- (nephelometrically) aq. extract, 
and measuring the vol. liberated reaction 
the water with CaH,. SMITH 
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1599. Microscopic determination melting range 
resins and waxes. Stock (Tech. Hochschule, 
Aachen). Farben-Z., 1955, 
microscope fitted with platform which can 
either electrically heated cooled with water 
CO,, which the specimen resin wax 
placed and the melting freezing process observed. 

O’NEILL 


1600. Rosin derivatives surface coatings. 
Colour reaction rosin derivatives. Kamath 
and Shetye (Univ. Bombay, Matunga, 
India). Paintindia, 1956, (3), 29-34.—The colours 
given rosin and many rosin derivatives (rosin 
numerous phenols and phenolic resins, maleic an- 
hydride, etc.) with wide range reagenis are 
tabulated. The fluorescence, Liebermann Storch, 
Halphen Hicks, Millon and Gibbs tests are con- 
sidered the most useful for distinguishing between 
the different rosin derivatives. The colours given 
phenol and o-hydroxymethylphenol with H,SO, 
containing NaNO, and with Millon’s and Gibbs’s 
reagents are also tabulated. 


1601. Esterification tall Aries and 
Wolkstein. Amer. Paint J., 1956, 40, 
investigation glycerol-esterified products, 
was necessary use benzene methanol 
(1:1) mixture dissolve the ester determining 
the acid value. determining the saponification 
value, the rosin glyceride was not completely 
saponified even after refluxing for hr. with 
KOH methanol, but good results were obtained 
ethoxyethoxy)ethanol. 


1602. Semi-micro rapid reflux method for solvent 
extraction rubber products. Kress (Fire- 
stone Tire Rubber Co., Akron, Ohio, U.S.A.). 
Rubb. World, 1956, 184 (5), 709-717.—A 100-mg 
sample, weighed before and after extraction, 
refluxed with mixture ethyl methyl ketone and 
denatured ethanol (75:25) and the results obtained 
min. are shown identical, for all practical 
purposes, with those 24-hr. acetone 
extraction the standard (ASTM) procedure. 

ABsTR. 


1603. Application paper chromatography the 
identification accelerators and antioxidants [in 
Introduction: Detection guanidines 
and thioureas. Zijp (Rubberinst. T.N.O., 
(8), 1053-1059 (in acid, paraffins 
and softeners interfere the chromatography 
accelerators and antioxidants. These are eliminated 
and also separation into various groups achieved 
alcohol extract initial acetone extract. The 
initial extract prepared extracting 
finely divided rubber for hr. with acetone 
Soxhlet extraction apparatus. chromatographic 
method described for the separation guanidines 
commonly used accelerators, 
namely o-tolylbiguanide, diphenylguanidine, di-o- 
tolylguanidine and triphenylguanidine. For the 
identification thioureas, namely diphenylthiourea 
and di-o-tolylthiourea, also used accelerators, 
add aq. NH, (15 ml) and excess PbO 
nearly evaporated acetone extract convert the 
thioureas into diphenylguanidine 
guanidine. Evaporate the mixture, then add ace- 
tone (15 ml) and filter off the excess PbO and PbS 
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and evaporate. Apply extract paper and 
chromatograph for guanidines. 

II. Detection some heterocyclic compounds. 
chromatographic method described for the 
separation mercapto compounds, namely 
mercaptoiminazoline (I), 2-mercaptothiazoline (II), 
2-mercaptobenziminazole (III) 
benzothiazole limits before 
and after chromatography for II, III and 
respectively. Separative treatments may 
affect the molecular composition some com- 
pounding ingredients considerably; thus the zinc 
salt III converted completely into III, and 
the zinc and copper salts are converted into 
free thiols. The identification such di-2- 
benzothiazolyl disulphide impossible owing 
its conversion into Santocure (N-cyclohexyl- 
2-benzothiazolesulphenamide) decomposed during 
acetone extraction (in aq. NH, extract) and 
cyclohexylamine (HCl 
phenylthio)benzothiazole not, however, affected 
pretreatment acetone extraction. 

Detection dithiocarbamates and thiuram 
are decomposed and 
separated the secondary amines chromato- 
graphic method. Two chromatograms are prepared 
for each vulcanisate. One sprayed with 
mixture ethanol CS, and tri- 
ethylamine ml), which re-converts the secondary 
amines into dithiocarbamates, and then, after 
drying, with CuSO, soln. Diethylamine and 
piperidine cannot distinguished this colour 
reaction. The second chromatogram sprayed 
with soln. ninhydrin 96% ethanol 
containing acetic acid and acetate. 
Piperidine gives violet colour, and other secondary 
amines pink colour. values are given for 
dimethylamine, 0-12; diethylamine, 0-31; dibutyl- 
amine, 0-70; piperidine, 0-29; dibenzylamine, 0-79; 
ethylcyclohexylamine, 0-56; cyclohexylamine, 0-51. 
The detection limits with the first reagent for the 
first four compounds quoted are, before separation 
wg, after separation (20 for piperidine). 
With the second reagent the detection limit for the 
first five before separation and after 
above order. The detection methylphenyl 
and ethylphenyl dithiocarbamates presented 
difficulty since suitable colour reagent was found. 
The simultaneous detection thiuram sulphides 
and dithiocarbamates difficult owing decom- 
position which can occur during vulcanisation, 
extraction and reaction with HCl, but the method 
Hilton and Newell (Anal. Chem., 1953, 25, 530) 


1604. Rapid method for removal rubber from 
cushioning materials. Rosenthal and Papa 
(Board Education, New York, N.Y., U.S.A.). 
Bull. A.S.T.M., 1956, 216, rubber 
samples rubberised-hair -fibre products 
can removed completely without damage the 
hair fibre boiling gently for ~30 min. with 
mixture ketone (150 ml), 
hydroperoxide and 0-08% (w/v) soln. 
OsO, benzene ml). The de-rubberised material 
then washed with CCl, and dried air; second 
treatment rarely needed. The method applica- 
ble natural rubber, neoprene, and mixtures 
natural rubber and GR-S. solvent, 
benzene much less effective. BAKER 


[Abstr. 1604-1610 


1605. Determination [of tannery 
Quantitative Tannin Analysis and Hide Powder 
Committee, Society Leather Trades’ Chemists. 
Soc. Leath. Tr. Chem., 1956, (8), 253.—In 
this addition the proposed official method (cf. 
Anal. Abstr., 1957, 1609) the vegetable 
tanning extracts and tannery liquors determined 
means the glass electrode, the normal set-up 
reliable meter being used. The soln. 
solid extract prepared dissolving quantity 
boiling H,O and adjusting sp.gr. 1-05 
18° 20° with cold H,O. liquid extract 
diluted with cold H,O sp.gr. The 
tannery liquor tested without prior dilution, 
and the sp.gr. also reported. 


1606. Proposed official methods for the analysis 
sulphated oils. Society Leather Trades’ 
Chemists. Soc. Leath. Tr. Chem., 1956, (8), 
deal with the determination 
pH; unsaponifiable matter; total alkalinity; 
organically combined SO, existing neutralised 
sulphuric esters; organically combined SO, 
existing neutralised sulphonic acid groups; 
inorganic sulphate; and chloride. 

WHITTON 


1607. Proposed official method for the determina- 
tion the neutralisation value (buffer capacity) 
vegetable-tanned leather. Society Leather Trades’ 
Chemists. Soc. Leath. Tr. Chem., 1956, (8), 
248.—The procedure proposed that first published 
Burton Int. Soc. Leath. Chem., 1937, 21, 254). 


1608. Proposed official methods for the determina- 
tion the acidity vegetable-tanned leather. 
Society Leather Trades’ Chemists. Soc. Leath. 
Tr. Chem., 1956, (8), 245-247.—The methods 
Procter-Searle (cf. Int. Soc. Leath. Chem., 1939, 
23, 273), Innes (cf. 1928, 12, 256), and Atkin 
and Thompson 1929, 18, 300) for the deter- 
mination the acidity vegetable-tanned leather 
are described and discussed. WHITTON 


1609. Proposed official method for quantitative 
tannin analysis. Quantitative Tannin Analysis and 
Hide Powder Committee, Society Leather Trades’ 
Chemists. Soc. Leath. Chem., 1956, (7), 
deal with general regulations; 
preparation samples tannin-bearing materials 
for analysis; analysis, including determination 
moisture, total solids, total solubles, and 
non-tannin constituents, and measurement 
colour; and the proposed official method for testing 
hide powder, including determination moisture, 
soluble matter, ash, alkalinity ash, and 
pH, and comparative non-tannin determinations. 

WHITTON 


See also Abstracts 1653, 1659, 1720, 1721, 1724, 
1727. 


INCLUDING DRUGS, FOOD, 
SANITATION, AGRICULTURE 


Blood, Bile, Urine, etc. 


1610. Liquid scintillation counting for assay 
Leroy (Argonne Cancer Res. Hosp., Univ. Chicago, 
method for the routine determination the 


Abstr. 1611-1618] 


tritium content urine described. Procedure— 
Decolorise urine with charcoal (to reduce scintilla- 
tion quenching). Prepare three samples. (a) Test 
decolorised urine water 
ml) and ethanol toluene (28-0 ml) 
containing 2:5-diphenyloxazole Back- 
ground blank—As (a) but replace urine water 
(a) but replace water 
standard THO soln. Count (a), 
and (c). little 0-08 per litre can 
detected and the recovery determinations 
duplicate was the standard error being 
HUNTER 


1611. Polarographic micro-determination lead 
biological media. Fabre, Truhaut and 
Boudéne. Compt. Rend., 1956, 248 (7), 
method determining small samples 
blood urine described. The sample mixed 
with evaporated dryness, and ashed 
muffle-furnace (490° 500°). The ash dis- 
solved HNO, and the solution transferred 
cylindrical centrifuge tube conical base closed 
platinum nail which acts electrode. 
Reagents are then added the 
ethanol, and the mixture, after standing 
for hr., centrifuged remove the ppt., 
which washed and then dissolved 30% aq. 
ammonium citrate, adjusted 4-5 with acetic 
acid. The determined polarographically 
the centrifuge tube under atm. 

S.C.I. 


1612. Determination chlorides 
material compleximetric titration. 
(Military Med. Acad., Hradec Czecho- 
slovakia). Chem. Listy, 1956, (8), 
modification the Flaschka method (Flaschka 
and Huditz, anal. Chem., 1952, 187, 104) 
described. Procedure for centrifuge 
tube measure urine and add HNO, 
(two drops) and AgNO, mix and 
centrifuge. Separate the supernatant liquid and 
wash the ppt. twice with HNO, (0-2%), then dis- 
solve aq. NH, (1:1) the soln. add 
K,[Ni(CN),] (50 mg), ml) and catechol 
violet indicator aq. soln.) (three drops), 
and titrate with 0-002 EDTA blue coloration. 

ZYKA 


1613. Instantaneous, automatic method deter- 
mination carbon monoxide blood. Giacomo, 
Guillot and Jacquinot. Compt. Rend., 1956, 
243 (14), 985-987.—The extent displacement 
the absorption bands oxyhaemoglobin propor- 
tional the carbon monoxide content the blood. 
direct-reading apparatus, capable determining 
the coeff. carbon monoxide poisoning with 
abs. error described. The determina- 
tion occupies few seconds and requires sample 
the order ml. S.C.I. 


1614. The determination alkaloids biological 
material compound formation with indicators. 
Clinical Chem., Univ. Edinburgh). 1956, 
81, number indicator solvent 
systems the bromothymol blue benzene technique 
was finally adopted method for the determina- 
tion basic organic compounds 
material. its application urine, the sample 
adjusted 8-5 with 0-1 NaOH and 
extracted with benzene. aliquot the benzene 
extract shaken with buffered bromothymol blue 


soln. and the separated benzene layer shaken 
with aq. NaOH. The extinction the aq. 
layer then measured The recovery 
expt.) ranged from 102%. Modifications 
for application plasma, minced muscle and liver 
are described. When preliminary concn. neces- 
sary, the alkaloid adsorbed Florisil column 
and eluted with aq. ethanolic soln. The 
eluate evaporated and the method applied 
the residue. The procedure lacks specificity, but 
modification described which the column 
eluted with ethanolic ammonia. Strychnine and 
brucine were successfully separated from such 
eluate paper chromatography, and then deter- 
mined the bromothymol benzene tech- 
nique. Morphine non-reactive any the 
indicator systems used. 


1615. Paper-chromatographic differentiation 
hypnotic poisons urine. Mohrschulz (City 
Hospital, Munich, Germany). 
Berlin, 1956, 289 (9-10), 508-521.—The sample 
urine acidified, and extracted with The 
extract dried over the solvent removed 
and the residue dissolved abs. ethanol and 
decolorised with charcoal. The ethanolic soln. 
spotted paper and developed with isopropyl 
alcohol 25% aq. NH, (45:45:10). The 
filter-paper then dried and immersed 
soln. and washed with water, when the 
separated constituents appear dark stains. 
series values are given for various barbiturates 
and related drugs. WHALLEY 


1616. Separation and characterisation urinary 
indoles resembling 5-hydroxytryptamine and trypt- 
amine. Rodnight (Inst. Psychiatry, Maudsley 
Hosp., London). Biochem. J., 1956, (4), 621- 
626.—The indole bases urine are isolated 
chromatography Zeo-Karb 226, eluted with acid 
ethanol, and the eluate concentrated 0-002 
the volume the urine used. The bases are then 
separated paper chromatography and are deter- 
mined spectrophotometrically measurement 
the spot intensities the 

ASHLEY 


1617. Critical study the application the 
Jaffé reaction the determination creatinine 
blood and urine. Kayser and Molitor. 
Pharm. 1956, (3), factors 
affecting the Jaffé reaction are discussed and the 
literature reviewed. urine there are few 
interfering substances and the test can carried 
out directly, but for blood serum preliminary 
method purification described. 


1618. micro-method for the separation and 
determination polysaccharides zone electro- 
phoresis. Fuller and Northcote (Dept. 
Biochem., Univ. Cambridge, England). 
chem. 1956, (4), 657-663.—In the described 
method the strip support washed silk and the 
method gives 85% recovery four-component 
mixture that contains 100 each component. 
The polysaccharides are eluted from the strip 
silk and are determined spectrophotometrically 
after treatment with reagent. Each 
polysaccharide can hydrolysed separately and 
the monosaccharides formed can separated 
electrophoretically. The advantages electro- 
phoresis strip supports are that only approx. 
each component the mixture needed, 
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the monosaccharide constituents each polysac- 
charide zone can identified, and proteins not 
interfere. qual. zone electrophoretic method 
also described, with glass paper support and 
p-anisidine general spray reagent. 

ASHLEY 


1619. Separation and determination purines 
and pyrimidine nucleotides picogram 
amounts. Edstrém Univ., Sweden). 
Biochim. Biophys. Acta, 1956, (2), 378-388.— 
micro-electrophoresis method suitable for the 
determination ribonucleic acid constituents 
the amounts contained single nerve cell 
described. The compounds are separated 
NaOH-treated regenerated cellulose fibre carrying 
viscous buffer. After electrophoresis the 
apparatus described, enlarged photograph the 
fibre taken with radiation wavelength 257 
and the developed photograph examined photo- 
metrically relation distance migrated. Quant. 
recovery ribonucleic acid constituents attained 
and the accuracy within about +7% for single 


1620. The quantitative estimation bacterial 
fatty acids. Henis (Univ. Pittsburgh, 
Pa., Abstr., 1956, (6), 1055.— 
The method involves isolation the lipids 
from the bacteria acid NaOH hydrolysis, 
(ii) saponification the lipids liberate the fatty 
acids, (iii) hydroxylation the fatty acids with 
performic acid, and (iv) separation the resulting 
mixture hydroxylated fatty acids reversed- 
phase chromatography rubber columns. The 
stationary phase the column consists Mealorub 
swollen with light petroleum, and the mobile phase 
consists acetone water mixtures increasing 
acetone content. The individual saturated fatty 
acids are eluted from this column decreasing 
order mol. wt. following the initial elution the 
dihydroxy fatty acids. 


1621. The separate determination peroxide- 
containing phospholipids and other lipoperoxides. 
Glavind and Hartmann (Polytech. Inst., 
Copenhagen, Denmark). Chem. Scand., 1956, 
(8), (in English).—In previous paper 
(cf. Anal. Abstr., 1955, 2558), methods deter- 
mining the peroxide content lipid materials were 
described. phospholipid peroxides 
(I) from triglyceride peroxides (II) has been investi- 
gated and three methods devised. the first, the 
acetone added, the liquid centrifuged, and 
after evaporation the solvent the two fractions 
are dissolved and assayed for 
peroxide, being the ppt. and the soln. 
the second method, soln. the lipid 
passed through alumina column, when 
retained. determined the filtrate and sub- 
tracted from the total peroxide give the 
third method, adsorbed alumina and 
determined directly colour development the 
column with either thiocyanate indophenol 
reagent, being determined the filtrate 
the second method. The second method appears 
the most satisfactory. 


1622. study serum lipoproteins electro- 
phoresis agar and immunoelectrophoretic analysis. 
Uriel and Grabar (Inst. Pasteur, rue 
Roux, Paris, France). Bull. Soc. Chim. Biol., 


[Abstr. 1619-1624 


1956, (11), techniques used 
have been previously described (cf. Grabar and 
Williams, Biochim. Biophys. Acta, 1953, 10, 193; 
subjected electrophoresis agar plates (18cm 
per 1-5% agar gel containing barbitone 
buffer 8-2 and ionic strength 0-03. The plates 
are fixed acetic acid soln. for hr., covered 
with filter-paper and dried 37°. The lipids are 
stained immersion Oil Red (saturated soln. 
60% ethanol) Sudan black (saturated soln. 
60% ethanol with 0-1 25% NaOH added 
each just before use). The plates are 
washed twice for min. 50% ethanol and dried 
37°. Three lipoprotein fractions were detected 
agar, the order mobility being «-lipoprotein, 
with mobility was found. 


1623. The specificity 1:2-diacylbenzenes the 
identification and determination amino acids. 
Riemschneider and Weygand (Freien Univ., 
Berlin-Dahlem). Monatsh., 1955, 86, 
The colour reaction between 
and amino acids was studied and the possibility 
using other homologues give similar colour 
reaction was investigated. Glycine was determined 
quantitatively mixing glycine solution, 
buffered 8-0 (Kolthoff buffer) and containing 
benzene solution. This was set aside room tem- 
perature for hr. before measuring the 
extinction. Temperature changes +15° and 
exposure u.v. light had little effect. Fifteen 
other acids were studied and the colour 
intensity only and lysine, concn. 
comparable colour was attained with other amino 
acids only concn. 50,100 1000 per ml. 
This colour reaction was also effective for identifying 
amino acids (when used solution) 
chromatograms. The colour appeared after hr. 
and reached maximum after hr. the other 
benzene derivatives, 1:2-dipropionylbenzene and 
reacted give colours 
under suitable conditions. Methods preparation 
these compounds are given. 


1624. Compleximetry organic analysis. 
Determination amino acids and peptides. 
(Res. Inst. Pharm. 
Prague, Czechoslovakia). Chem. Listy, 1956, (8), 
simple method developed consists 
treating the amino acid peptide with suspen- 
sion copper phosphate and titrating the 
the soluble complex formed with EDTA. Procedure 
—To the soln. determined (containing 
0-15 milli-equiv. amino acid peptide) 
centrifuge tube (10 ml) add freshly prepared sus- 
pension copper phosphate ml), mix well, set 
aside for min., then centrifuge for min. Transfer 
the supernatant liquid titration flask, 
add ml) and three drops 1-(2-pyridyl- 
azo)-2-naphthol (PAN) soln. (1% ethanolic) 
indicator and titrate with 0-01 EDTA (disodium 
salt) till the violet colour changes yellowish 
green. Carry out blank determination. The 
complexes various peptides and amino acids 
were isolated and analysed, and their structure 
discussed. 
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1625. Purine fermentation Clostridium cylin- 
Rabinowitz and Pricer, jun. (Nat. 
Inst. Health, Bethesda, Md., U.S.A.). Biol. 
Chem., 1956, 222 (2), 537-554.—The colorimetric 
method described based modification the 
alkaline ferricyanide nitroprusside test for the 
detection guanidine and its methyl derivatives. 
the sample containing 1-0 
formiminoglycine add water make the vol. 
0-5 ml; add saturated sodium tetraborate ml) 
followed immediately the ferricyanide nitro- 
prusside reagent [NaOH g), 
extinction 485 my; the extinction proportional 
the concn. formiminoglycine. Purines and 
iminazoles cause some interference, whilst NH,Cl 
and triethanolamine buffer markedly inhibit colour 
formation; NaCl and KCl not show this effect. 
remove inhibitory concn. NH,+, the solution 
passed through column the ion-exchange resin 
XE64K+. The ferricyanide nitroprusside also 
used detect formiminoglycine paper chromato- 
grams. Colour development slow and may take 
very faint reaction detected with 
0-05 and strong reaction with 0-5 pmole 
formiminoglycine. The colours are generally not 
stable for longer than one day. ASHLEY 


1626. Examination the assay methods for 
methionine. Iodimetric method. Hiroshi Sakurai 
and Takeshi Kimura (Takamine Lab., Sankyo Co. 
Ltd., Shinagawa-ku, Tokyo). Ann. Rep. Takamine 
Lab., 1955, 125-129.—The iodimetric determina- 
tion methionine was examined with reference 
the temp. and the pH. significant difference 
was observed between results obtained methods 
given the Japanese National Formulary and 
and Non-official (1952). The 
error arises from the difference values 
which the titration (pH 6-3) and the blank test 
(pH 7-8) are carried out. The sample 
anhydrous acetate (12 and are dis- 
solved water (100 ml) and treated with 
iodine soln. (pH 2-9) (50 ml); the excess iodine 
The blank test should carried out with soln. 
containing acetic acid ml). 


1627. The ergothioneine and 
histidine Claviceps purpurea. The incor- 
poration acetate. [Determination ergo- 
Heath and Wildy (Univ. Coll. 
Hosp. Med. Sch., London). Biochem. J., 1956, 
(4), 612-620.—A method described for the 
determination ergothioneine the fungus 
Claviceps purpurea. ethanol-treated aqueous 
extract the fungus evaporated dryness and 
the residue dissolved the min. vol. 
ethanol water formic acid mixture (75:25:1, 
vol.). This soln. applied column activated 
alumina (20cm previously washed and 
packed with the same aqueous ethanol formic acid 
mixture. developed with this solvent 
and 4-ml fractions are collected. The fractions are 
evaporated dryness and the ergothioneine 
each determined the Hunter diazo reaction 
(Brit. Abstr. 1951, 51). Colour intensities are 
Ergothioneine eluted fractions representing 
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1628. Non-stationary platinum electrodes for the 
amperometric determination cysteine and cystine. 
Ray Sarkar and Sivaraman (Defence Sci. 
Organisation, Ministry Defence, Gov. India, 
New Delhi). 1956, 81, rotat- 
ing platinum electrode and vibrating one are 
described and illustrated for the amperometric 
titration the mercapto group cysteine from 
semi-micro and micro amounts the sample. The 
work described standardisation the methods 
with view their application the determination 
mercapto groups biological material. With 
the rotating electrode, the standard 
cysteine soln. containing the hydro- 
chloride per litre used and, with the vibrating 
specified amounts ethanol and the supporting 
electrolyte (NH,NO, aq. NH,) are added and 
the titrant 0-001 The results obtained 
are compared with those volumetric methods. 
Both procedures are applicable the determination 
cystine after its reduction cysteine with 


1629. The reproducibility complex electro- 
phoretic pattern measurements. Moore 
(Columbia Univ., N.Y., U.S.A.). Biochim. Biophys. 
Acta, 1956, (1), 141-150.—From comparison 
quant. electrophoretic measurements three 
samples human serum shown that the co- 
efficients variation for measurements with inter- 
ferometric optics (cf. Moore and Opperman, 
Abstr., 1957, 1733) are significantly smaller than 
those obtained with standard schlieren optics. 
Results with the interferometric system are more 
reliable than those given integration from 
standard schlieren patterns, and lower concn. 


1630. Turbidimetric determination proteins 
with sulphosalicylic and trichloroacetic acids. 
Henry, Sobel and Segalove (Bio-Science Lab., 
Los Angeles, Calif., U.S.A.). Proc. Soc. Exp. Biol. 
Med., 1956, (4), 748-751.—The degree tur- 
bidity produced the sulphosalicylic acid method 
for the determination proteins blood serum, 
urine 'c.s.f. dependent the relative concn. 
albumin and the various globulins. When 
trichloroacetic acid used there such corre- 
lation. suggested that trichloroacetic acid 
should supplant sulphosalicylic acid these deter- 
minations. 


1631. Enzymatic synthesis steroid sulphates. 
Schneider and Lewbart (Jefferson Med. Coll., 
Philadelphia, Pa., U.S.A.). Biol. Chem., 1956, 
222 (2), new test described for the 
detection sulphates paper chromatograms. 
Sulphate ions liberated hydrolysis from steroid 
sulphates situ paper chromatograms are 
detected modification the rhodizonic acid 
test. Free steroids and their glucuronosides not 
give the test. The limit sensitivity approx. 


1632. Determination free cholesterol the 
presence excess glycerides. Mandel, 
Bieth and Vroussos (Lab. Physiol. Générale, 
Fac. des Sci., Marseille, France). Soc. Chim. 
Biol., 1956, (11), gravimetric 
determination cholesterol pptn. with digitonin 
cannot applied tissues such muscle that 
contain excessive amount glycerides. 


the 
cen 
the 
cha 
Ins 
logi 
pha 
liqu 
enz 
tiss 
solr 
con 
pre 
pre} 
flav 
and 
and 
Fac 
buty 
this 
0-00 
plac 
trod 
atta 
time 
resu 
for 
ester 
desc 
acet 
volu 
burs 
suit 
resu 
solu 
hist: 
7-2) 
and 
and 
thro 
the 


4.—BIOCHEMISTRY 


these instances the washed and dried digitonin ppt. 
warmed with glacial acetic acid, the soln. 
centrifuged and the cholesterol determined 
the supernatant liquid the Liebermann Bur- 
chard reaction. KIRKPATRICK 


1633. Improved method estimating oximase. 
Yamafuji, Aoki and Omura (Agric. Chem. 
Inst., Kyushu Univ., Fukuoka, Japan). Enzymo- 
logia, 1956, (5-6), 371-377 
Homogenised liver extracted with M/15 phos- 
phate buffer soln. (pH 6-8) and the supernatant 
liquid treated with acetone. The resulting ppt. 
re-suspended phosphate buffer provide the 
enzyme prep., and (derived from 0-5 fresh 
tissue) mixed with 10-* glucosoxime, 
soln. (pH 6-6). The test mixture kept 37° for 
hr., soluble protein then removed with 0-1 
glacial acetic acid and the remaining oxime 
content measured acid method described 
previously Abstr., 1954, the 
acetone ppt. dialysed, boiled liver extract 
prepared from 0-3 fresh tissue must added 
the reaction mixture provide the coenzymes. 
flavinadenine dinucleotide are added instead liver 


1634. Investigation the esterases blood serum. 
Method determination serum cholinesterase 
and tributyrinase activity. Rancien 
and Karamanian (Lab. Physiol. Générale, 
Fac. des Sci., Marseille, France). Bull. Soc. Chim. 
Biol., 1956, (11), for tri- 
butyrinase—A 1-5% emulsion tributyrin water 
buffer soln. 
0-005 CaCl, NaCl 0-04 M], which 
trode, calomel electrode and stirrer are intro- 
duced into the liquid. When temp. equilibrium 
adjusted 8-2. measured intervals 
time, 0-1 NaOH added from microburette 
the liquid bring the back 8-2. The 
results are expressed p-equiv. acid formed 
specific time (300, 600, 1200 sec.) after correction 
for spontaneous hydrolysis. Procedure for cholin- 
technique identical with that 
described above, with 20ml soln. 
acetylcholine hydrochloride substrate. 


1635. The estimation histaminase micro- 
volumetric method involving peroxidatic oxidation 
burgh Univ., Scotland). Biochim. Biophys. Acta, 
1956, (2), 391-394.—The method described 
suitable for use with biological fluids and gives 
results good agreement with those obtained 
solution (pregnancy serum, placenta extract 
histaminase preparation phosphate buffer, 
7-2) Pyrex-glass test-tube add 8-3ml 
phosphate buffer (pH 7-2), substrate 
indigo carmine 300 glass-distilled water, 
and drop CHCl, preservative). Pass 
through the mixture for min. (stop-watch), close 
the tube with rubber stopper, mix gently and 
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incubate for hr. with 0-002 
until the blue colour just disappears. Carry 
out blank determinations omitting the substrate, 
and calculate the difference between blank and test 
One unit the amount 
enzyme which, under the above conditions, 


1636. The sulphatase liver. Sulphatase 
Biochem., Univ. Edinburgh, Scotland). Biochem. 
J., 1956, (4), 651-657.—A method described 
for the colorimetric determination sulphatase 
depends the colorimetric determination the 
p-nitrophenol liberated the enzyme from 
sulphate and 37° for min. 
The intensity the yellow colour due the 
p-nitrophenoxide read Spekker absorptio- 
meter against suitable control with Ilford filter 
No. 601 (max. transmission 425 

ASHLEY 


1637. Photometric determination lysozyme 
activity. Litwack (Dept. Agr. Biochem., Rutgers 
Univ., New Brunswick, N.J., U.S.A.). Proc. Soc. 
Exp. Biol. Med., 1955, (3), 401-403.—The method 
depends the turbidimetric measurement the 
lysis suspensions Micrococcus lysodiekticus 
means Pfaltz and Bauer fluoriphotometer (used 
filter photometer). The percentage transmission 
measured through filter 645 (+15) mp. The 
measurements activity are quickly reproducible 
within the range transmission. The 
reliability 10%. The method has been 
used measure the lytic activity extracts from 
blood, kidney, liver, lung and spleen. 


See also Abstracts 1450, 1571, 1618, 1651, 1667, 
1731. 


Drugs 


1638. Photometric methods the determination 
Drugs, Prague, Czechoslovakia). Ceskosl. Farm., 
1956, (8), 484-496.—A review with 267 references. 


1639. Application paper electrophoresis the 
identification and control vegetable drugs and 
their pharmaceutical preparations. Roux (Lab. 
d’Hist. Nat. Botanique, Ecole Nationale Méd. 
Pharm., Grenoble). Ann. Pharm. Franc., 1956, 
(3), 212-220.—Several drugs were subjected 
paper electrophoresis 0-05 borate buffer 
5-2 per (for 4hr.) 10-4 per (for hr.). 
Results are given for some drugs containing anthra- 
cene flavone derivatives. The method may 


1640. Chromatography organic bases 
and Shafer (Hoffmann-La Roche, Inc., 
Nutley, N.J., U.S.A.). Anal. Chem., 1956, (9), 
organic bases can 
separated the use filter-paper strip, impreg- 
nated individually marked zones with various 
buffers sequence decreasing pH. The bases 
tend form salts zones, depending their 
values, and will not travel any further. The 
method was applied successfully opium alkaloids, 
strychnine, levorphanol and dextromethorphan. 
semi-quantitative reflectance measurement the 
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developed spots described, reproducibility being 


1641. The determination atropine (and hyoscy- 
amine) means tetraphenylboron (Kalignost). 
Westerink (Farm. Lab., Rijksuniv., Utrecht, 
Holland). Pharm. Weekbl., 1956, (24), 
883.—By using Flaschka’s 
method (Z. anal. Chem., 1952, 186, 99; 1953, 188, 
241) for the determination atropine alkaloidal 
salts and galenicals, recoveries varying from 81-9 
99-6% were obtained according the vol. soln. 
analysed. Reasonable results were obtained re- 
ducing the vol. soln. ml, and with 25mg 
atropine. appiying the gravimetric method 
100-ml samples Maceratum Radicis 
Belladonnae (Codex 
landicus), accurate results were obtained over the 
range about 0-020 alkaloid. For 
the determination smaller amounts (up ml), 
Flaschka’s volumetric method recommended, 
being less time-consuming and giving satisfactory 
results. The ratio atropine hyoscyamine was 
determined measuring the optical rotation after 
conversion the alkaloidal tetraphenylborons into 
their hydrochlorides with 25% HCl; the 
hyoscyamine 25% HCl —43°. Haas 


1642. Polarographic behaviour Stypticin [cotar- 
(Molotov Pharm. Obshch. Khim., 
1956, (10), 2685-2687.—In buffered oxygen-free 
solutions from 2-5 cotarnine (0-1 
1-0 millimole) gives polarographic wave the 
the S.C.E SMITH 


1643. Assay santonin the use 
phenylhydrazine. IV. The use potassium 
hydroxide. Kazutaka Yamaguchi, Seigo Fukushima, 
Miyoko Ito and Kimiko Bando (National Hyg. Lab., 
Tamagawa-yoga, Setagaya-ku, Tokyo). Pharm. 
Soc. Japan, 1956, (8), 951-952.—The stability 
the colour developed between santonin (I) and 
2:4-dinitrophenylhydrazine (II) acetone 
1953, 78, 264) improved the use KOH 
aq. soln.) place NaOH. difference 
observed the extinction coeff. 

Assay santonin drugs and chocolates 
the improved method. Kazutaka Yamaguchi, Seigo 
Fukushima, Miyoko Ito and Kimiko Bando. 
1956, (8), sample (containing 
50mg refluxed with (25 ml) for 
min.; the product filtered, washed with 
and the filtrate evaporated This 
residual soln. heated with Ba(OH), (15 ml) 
90° for min., cooled, neutralised with 
H,SO,, filtered, and extracted with (30, 20, 
The organic layer evaporated dryness 
per acetone) for 1-5 hr., heated 
with water (10 ml) for min. and set aside for 
hr. The red crystals produced are filtered off, 
washed with water, dried and dissolved acetone 
portion mixed with the KOH soln. (1-5 ml) 
before measuring the extinction 500 


1644. Identification and determination 
Hais (Res. Inst. Pharm. and Biochem., Prague, 
Czechoslovakia). Farm., 1956, (7), 
406.—The pulverised tablet extracted shaking 
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with ethanol obtain approximately 0-1% soln. 
paper chromatography Whatman No. paper 
impregnated with (1:1) and 
development with light petroleum chloroform 
separated from other chromogens 0-6). The 
detection made with conc. H,SO, (yellowish 
fluorescence u.v. light). other chromogens 
are present, the extract the tablet diluted ten 
times, evaporated dryness and mixed with 
H,SO, Fluorescence and yellow colour 
hr. after mixing with the acid. The calibration 
curve linear wg. The average error 
+4%. The intensity fluorescence the developed 
spots compared with standard. VOLKE 


1645. Studies the disulphide bond. Micro- 
spectrophotometric determination insulin, gluta- 
thione and cystine. Rosenthal (Polytech. 
Inst., Brooklyn, N.Y., Abstr., 
green colour phosphoric acid soln. proteins 
containing cystine and serine heating with di- 
phenylamine and stannous chloride 
developed into quant. method for the determina- 
tion insulin, glutathione and cystine. The colour 


1646. method for calculating the potency 
antibiotics from the two-dose plate assay technique. 
Miyamura (Niigata Univ. Med. Sch., Japan). 
Antibiot. Chemother., 1956, (11), 
nomogram and slide rule for calculating routine 
results are described. SHaw 


1647. new colorimetric test for the estimation 
dihydrostreptomycin. Weiss (F.D.A., 
Washington, D.C., U.S.A.). Antibiot. Chemother., 
1956, (11), 653-657.—The method based the 
red colour formed when dihydrostreptomycin 
heated 100° successively with acid and then 
with excess alkali containing l-naphthol. Neither 
streptomycin nor dihydrodeoxystreptomycin inter- 
feres, but slightly low results are obtained the 
presence penicillin. Reagent—Dissolve 
NaOH. Use within hr. Pro- 
standards from sulphate contain- 
ing 1-2 2-0 per ml, and dilute test solutions 
boiling-water bath for min. Remove the tubes 
from the bath and add immediately 
reagent. Mix and heat again for min. Cool 
briefly ice bath, dilute with water 
and mix. Measure the extinction after min. 
520 2-cm cells against blank prepared with 
water. Calibration rectilinear but Beer’s law 
not obeyed. The standard deviation 3-26%. 


1648. Analysis antibiotics. The chemical 
estimation tetracycline. Vogt (Pharm. Inst., 
Univ. Kiel, Germany). Pharm., Berlin, 
1956, 289 (9-10), 502-508.—Two photometric 
methods are described for determining tetracycline 
(I) aq. soln., together with qual. procedure for 
distinguishing between chlortetracycline and 
oxytetracycline. methanol soln. 
tetracycline hydrochloride (1-5 containing 
oxychloride soln. (2%, methanol), the soln. 
diluted with 60% methanol and set aside for min. 
The extinction the resulting yellow soln. then 
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measured with Pulfrich photometer, 
cuvette, with S42 filter. Procedure (ii)—An aq. 
diazo reagent and the soln. made 
and set aside for hr.; the extinction 
Tetracycline may also distinguished from its 
chloro hydroxy deriv. treating soln. (0-4 
Na,CO, and the diazo reagent; after 
min., soln. containing tetracycline are coloured 
red, and the chloro hydroxy compounds yield 
yellow soln. WHALLEY 


1649. Chemical methods for the determination 
antibiotics. Colorimetric determination chlor- 
tetracycline. Kakemi, Toyozo Uno and 
Tsuneko Mitake (Pharm. Inst., Medical Faculty, 
Kyoto Univ., Sakyo-ku, Kyoto). Pharm. Soc. 
Japan, 1956, (8), 
(I) yields purple colour treatment with amido- 
pyrine, NaOH and The coloured pro- 
duct can extracted with amyl acetate (II) from 
acid soln. and shows max. absorption 564 
Oxytetracycline (III) and tetracycline (IV) yield, 
respectively, similar treatment, green and orange 
products, which are also extractable with II; the 
extinction coeff. are ~8% that due 
The colorimetric determination can thus 
effected the presence <20% III and IV. 
The working curve linear for 300 per 
II. The results agree well with those the 
biological method the HCl method. 
sample soln. (25 300 per ml, 
mixed with amidopyrine ml) and 10% NaOH 
water bath 20° for min., and with 
ml) 30° for min. The product 
shaken with ml) remove the excess 
the reagents, washed with light petroleum and made 
acid with 36% acetic acid before being 
extracted with ml). Saito 


1650. Analytical chemical study Terramycin 
Marcos, Lima, Peru). Acta Cienc. Venezuela, 1956, 
(3), account given qualitative 
reactions observed tests oxytetracycline with 
acids, alkalis, general and alkaloid reagents, di- 
azonium compounds, oxidising and reducing agents, 
and with the more common inorganic reagents. 
new quantitative determination described 
moderately with Fehling soln. for min.; 
the Cu,O ppt. filtered off Gooch crucible, 
titrated with soln., the oxytetracycline 
(mg) being given (ml) 9-325/0-746. 

LEIGHTON 


1651. Microbiological method for determination 
novobiocin body fluids. Frost and 
Valiant (Merck Inst., Rahway, N.J., U.S.A.). 
Antibiot. Chemother., 1956, (11), 648-652.—A 
cup-plate diffusion method with Micrococcus pyo- 
genes var. (SM-M4-RA) made resistant 
streptothricin described for use with blood, urine 
and faeces. Details are given for the preparation 
samples for assay. The relationship between 
zone diameter and the log. the concn. the 
range 6-25 100 per rectilinear, and 
concn. down 1-56 per may determined 
less accurately. The precision the method 
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+11%, depending the degree replica- 
tion, and good agreement obtained with the 
colorimetric method described Boxer 


1652. bacitracin standard: collaborative 
assays and method statistical analysis. 
Kirshbaum, Arret and Kramer 
Washington, D.C., U.S.A.). Chemother., 
1956, (11), obtained the 
proposed new U.S.A. bacitracin standard five 
collaborating laboratories with the F.D.A. Micro- 
coccus flavus cup-plate assay are given. The statisti- 
cal examination the results, which also applica- 
ble other microbiological assays, fully described. 
The potency the proposed standard was units 


1653. The determination free menthol pepper- 
mint oil chromatographic analysis. 
Hamarneh, Blake and Miller (Sch. 
Pharm., North Dakota Agric. Coll., Fargo, U.S.A.). 
Amer. Pharm. Ass., Sci. Ed., 1956, (11), 
method for the determination free 
menthol (I) peppermint oil, based the chroma- 
tographic separation from menthy] acetate (II) 
silicic acid column, followed the colorimetric 
determination with p-dimethylaminobenzalde- 
hyde (III), described. prepare the calibration 
curve, add reagent (125 III dissolved 
shake for min., set aside for hr., 
and measure the extinction the coloured solution. 
solution peppermint oil containing from 
(30cm cm) containing silicic acid (100 mesh) 
and elute with Collect the fraction 
containing (second and third 10-ml fraction) and 
the column and does not interfere. 


1654. Microcrystalloscopic identification bar- 
biturates. Rapaport (Central Sci. Res. Pharm. 
Lab., Central Pharm. Board Admin., Ministry 
Health, Anal. Khim., 1956, 
(4), 479, with pages photographs.—The 
crystalline forms several 
illustrated. SMITH 


1655. The use microscopic and X-ray diffraction 
methods for the identification barbituric acid 
derivatives. Penprase and Biles (Sch. 
Pharm., Univ. California, Los Angeles, 
Amer. Pharm. Ass., Sci. Ed., 1956, 
(9), photomicrographs cryst. 
barbituric acid deriv. are demonstrated aid 
their identification. The acid mixture 
solubilised with NaOH soln. and filtered, the 
filtrate acidified with dil. H,SO,, then made 
slightly alkaline with NaHCO, prevent subsequent 
extraction salicylates, and extracted with ether. 
The solvent then evaporated off, and the residual 
crystalline material from aq. 
ethanolic soln. Separate small portions are re- 
crystallised from water and conc. aq. fused 
and sublimed for examination. X-ray diffraction 
diagrams were made subjecting the pure ground 
material radiation; some distances are 
tabulated. WHALLEY 
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1656. Potentiometric studies barbiturates. 
Effect complex formation barbiturates 
with silver ions. Ya. Perel’man (Leningrad 
Chem.-pharm. Anal. Khim., 1956, 
(4), titration the 
compounds X.Na, where barbituric acid 
derivative, with AgNO, shows potential jump 
corresponding the formation and 
further, insignificant, jump corresponding the 
completion formation the presence 
borax, the complex formed. 
titration barbituric acid derivatives having 
substituents the atoms, the complex 
formed 9-2 and the complex 
barbitone and allobarbitone the formation 
X.Ag, are obtainable the cold the presence 


1657. Precise method for the quantitative deter- 
Yu. Romanyuk (Lvov Med. 
Delo, 1956, (5), 27-30.—Amidopyrine oxidised 
with dihydroxy derivative, which gives 
quant. yield dimethylamine when heated 
with alkali soln. weighed 
soln. and boil the mixture. Add 
50% soln. NaOH and steam-distil the 
dimethylamine for min. Collect the 
dimethylamine flask containing excess 
0-1 H,SO, HCl. Titrate the excess acid 
the distillate against 0-1 NaOH, with red 
indicator. Results are within the range 99-7 
High results are obtained when the distil- 
lation carried for longer than min. when 
soln. containing less than are used. 


1658. Coulometric determination pantocaine 
electrochemical oxidation with 
bromine. Kalinowski (Zaktad Chem. Farm. Ak. 
Med. Chem., 1955, 11, 710-711. 
coulometric method for the determination 
amethocaine based interaction with excess 
bromine, obtained electrochemically. The deter- 
mination was carried out apparatus con- 
structed according those described Lingane 
(Anal. Chem., 1954, 26, 622) and Leisey (Anal. 
Chem., 1954, 26, sample 
(0-1 0-2 dissolved water (500 ml) and 
the solution transferred the glass electrode- 
vessel previously filled with the reagents (10 
water). Electrolysis carried out until the micro- 
galvanometer deflection becomes steady. The 
excess bromine calculated subtracting the 
quantity equivalent the micro-galvanometer 
reading from the total quantity liberated during 
the electrolysis. series blank electrolyses were 
out with the reagents determine the 
between the concn. bromine and the 
current the indicating circuit. The values 
obtained this method six determinations 
sample containing amethocaine ranged 
from 99-4 The electrolysis time was 
about min. for each milligram the substance. 


1659. Titration drugs and chemicals non- 
aqueous solution. XI. Effect acids the titration 
acid salts organic bases anhydrous propionic 
acid. Tetsu Kashima and Koichiro Kano (National 
Hyg. Lab., Tamagawa-yoga, Setagaya-ku, Tokyo). 
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Pharm. Soc. Japan, 1956, (8), 931-935.— 
The potentiometric titration diphenhydramine 
and its various acid salts was studied with 0-05 
anhydrous propionic acid. Satisfactory 
results were obtained except with the hydriodide 
and hydrobromide (both the presence 
The basicity decreases with decrease the dis- 
sociation const. the acid soln. The titration 
can also carried out with crystal violet indi- 
cator. The use propionic acid appears 
better for the determination than that acetic 


1660. Polarographic determination Endiaron. 
Volkova and Icha (Polarographic Inst. Acad. 
Sci., Prague, Czechoslovakia). Ceskosl. 1956, 
chloro-8-hydroxyquinoline and 5-chloro-8-hydroxy- 
quinoline) extracted from melted ointments 
from pulverised tablets with ethanol 
added, the soln. neutralised (methyl red 
indicator), and for polarography mixed with 
phosphate borate buffer 7-8. The final concn. 
ethanol should 40%. The polarographic 
reduction wave recorded and evaluated means 
standard addition calibration curve. The 
substance may also extracted with dioxan 
benzene without further neutralisation. VoLKE 


1661. Determination mixtures sulphonamides 
paper chromatography. Jakubec and 
(Inst. Pharm. Chem., Pharm. Fac., 
Brno, Czechoslovakia). Ceskosl. 1956, (7), 
400-404.—By means paper chromatography and 
with ethanol diethylamine water 
(90: the pairs sulphanilamide sulphacet- 
amide, sulphanilamide sulphathiazole, sulphanil- 
amide sulphadimidine, and sulphapyridine sulph- 
acetamide are separated. Acetone soln. com- 
pounds are applied the paper means 
special micro-pipette. The spots are cut out and 
extracted with HCl, and the sulphonamides are 
diazotised and coupled with thymol NaOH 
the presence urea. The average error 
The detailed procedure given. 


1662. Quantitative determination Duotal 
cyl Gengrinovich and Ya. 
(Tashkent Pharm. Delo, 
1956, (5), 58-59.—Guaiacyl carbonate quant. 
hydrolysed refluxing with 0-1 Ba(OH),. The 
reaction mixture filtered and either the pptd. 
the excess Ba(OH), the filtrate 
determined acidimetrically. 


1663. The application flame spectrophotometry 
pharmaceutical analysis. Determination 
sodium “San-pas’’ and calcium 
Setsu Seno (Takamine Lab., Sankyo Co. 
Ltd., Shinagawa-ku, Tokyo). Ann. Rep. Takamine 
Lab., 1955, 110-117.—The flame-photometric 
determination (the sodium salt 
calcium” (the calcium salt) was studied with 
reference the gas pressure and and 
the influence various acid radicals and organic 
substances. The effect the last negligible. 


1664. Studies purity tests. XII. Limit test 
for Krogh-Svendsen and Reimers 
(Dalgens Boulevarde Pharm., Copenhagen). Dansk 
Farm., 1956, (8), 
accuracy the turbidimetric purity test for 


witl 
ppt 
con 
for 
con 
av 
son 
tart 
sho 
solu 
1 
pha 
Uni 
Pha 
and 
met 
less 

bro 
195 
whe 
con 
liqu 
the 
din 
Ser 
Cer 
cys 
thic 
duc 
pre 
all 
Dat 
(In: 
Cer 


4.—BIOCHEMISTRY 


with 0-25 ammonium oxalate can improved 
pptn. with seeding reagent containing small 
amount oxalate and 90% (v/v) ethanol. The 
influence various experimental conditions 
pptn. with the seeding reagent, such the amount 
standard solution, agitation, acidity and ethanol 
content, was studied and, result, procedure 
for testing for recommended. Four drops 
standard solution [10 CaCl, solution 
containing with 99% (w/w) ethanol 
monium oxalate, allowed stand for min., and 
test solution added. The turbidity 
then estimated after further min. compari- 
son with standard. The effect the presence 
tartrates and citrates was also examined, and 
shown that the test improved using test 
solution containing ethanol. 


1665. note [the use of] thioacetamide 
pharmaceutical testing. Monte Bovi (St. John’s 
Univ. Coll. Pharmacy, Brooklyn, N.Y.). 
Pharm. Ass., Sci. Ed., 1956, (11), 
When carrying out number the official tests 
the U.S.P. and the N.F. (10th ed.), H,S 
may replaced thioacetamide. solution 
water may thus used the identity test for 
mercuric chloride, bismuth subcarbonate, zinc oxide 
and for manganese glycerophosphate N.F., 
well for limit tests for and other heavy 
metals. The solution stable and almost odour- 
less. 


See also Abstracts 1420, 1511, 1614. 


Food 


1666. Application partition chromatography 
bromatology. Garcia and Couerbe (Fac. 
Méd. Pharm., Algiers, Africa). Chim. Anal., 
1956, (11), method described 
whereby the presence quaternary ammonium 
compounds fruit juices, milk and fermented 
liquors such wine and beer may demon- 
strated. The liquid treated with equal vol. 
n-butanol and shaken for hr. After concn. 
the butanol vacuo, the soln. chromatographed 
paper solvent consisting benzene pyri- 
dine acetic acid water (80:80:2:8). The limit 


1667. microbiological method for determination 
(Human Nutrition Research Branch, Agric. Res. 
Service, U.S. Dept. Agric., Washington, D.C.). 
Cereal Chem., 1956, (1), 18-28.—A new basal 
medium for the microbiological determination 
cystine comprises acid hydrolysate 
casein plus tryptophan and arginine 
source amino acids. This medium gives repro- 
ducible standard curves. The medium autoclaved 
pressure for min. before the tubes are 
prepared for assay. 2-hr. hydrolysis used for 
all samples minimise destruction cystine. 
Data are presented the cystine content 


1668. simple method for detecting contamina- 
tion wheat rodent urine. Laakso, 
(Inst. Agric., Univ. Minnesota, St. Paul, U.S.A.). 
Cereal Chem., 1956, (2), 141-145.—A large 
number individual kernels are treated spot 


1665-1671 


plate, made from clear plastic, with buffered 
urease soln. (pH 6-8) for min., and the ammonia 
then liberated from the urea present detected 
its reaction with Nessler reagent. Differentia- 
tion between normal and contaminated kernels 
increased examination with u.v. lamp 
viewing the colour with light which has passed 
through blue blue green filter. Wheat kernels 
dipped into 0-1% soln. urea into rat urine 
diluted with parts water, then drained and 
dried, gave positive tests. Adult rats allowed 
roam over the surface wheat contaminated 
approximately 10,000 kernels per rat per day when 
water was supplied. WHITTON 


1669. Determination total proteins cereal 
foods from their albuminoid ammonia values. 
Mitra (W. Bengal Publ. Health Lab., School 
Tropical Med., Calcutta). Sci. Cult., 1956, (3), 
160-161.—The determination albuminoid am- 
moniacal which has far been used for liquid 
foods (Ibid., Analyst, 1953, '78, 499) has now been 
extended the analysis solid foods such 
cereals and their products. has been shown 
that from the albuminoid ammoniacal the total 
and hence the total proteins cereals can 
calculated directly the use the appropriate 
factors with sufficient accuracy for routine purposes. 
finely ground material into 
beaker, add hot water and leave 
boiling-water bath for min., with occasional 
stirring; then add 30% (w/v) NaOH, 
mix thoroughly and leave the water bath for 
another min. Transfer the contents 250-ml 
calibrated flask, shake thoroughly and make 
the mark. Immediately transfer into 
distilling flask, add water and proceed 
with the determination albuminoid ammonia, 
litre 20% NaOH soln.) for the distillation. 
Nesslerise and calculate the results (w/w). 
the vol. the distillate 100 and represents 
0-01 required for matching, and the no. 
distillate taken for nesslerising, then the 
albuminoid ammoniacal the sample a/b 
Numerical data are given fot the factors 
required; comparative table showing the close 
agreement attained between the observed and 
calculated values total proteins also provided. 

Haas 


1670. The determination potassium bromate 
Armstrong (Scottish Co-operative 
Wholesale Soc. Ltd., Cereal Lab., Regent Mills, 
Glasgow). Analyst, 1956, 81, 616.—When 
added the acidified filtrate obtained after treat- 
ment flour with ZnSO, and NaOH, iodine 
liberated the flour has been bleached with 
Consequently determinations bromate added 
such flours the method previously reported 
(Analyst, 1952, 460) yield high results and the 
error may reach 1-5g per sack. This error can 
eliminated completely the addition the filtrate 
specified amounts ammonium sulphamate 
soln. after acidification, hydroxylamine hydro- 
chloride before acidification. either procedure the 
mixture should set aside for min. before 
continuing the analysis. 


1671. Direct micro-determination calcium 
milk. Marier and Boulet (Div. 
Applied Biology, Nat. Res. Lab., Ottawa, Canada). 


Abstr. 


Agric. Food Chem., 1956, (8), 720-722.—The 
turbidimetric method described directly measures 
colorimeter tube. the sample added 
citrate phosphate reagent trisodium 
citrate dihydrate and K,HPO,.3H,O 
litre) and water bring the volume 
The turbidity developed with gelatin 
oleate reagent (equal vol. gelatin soln., containing 
and oleate soln., made refluxing for hr. 
and oleic acid, and subsequently diluting 
litre). The turbidity measured 420 
min. after addition the reagent, and 
compared with that standards. Results reported 
average above those obtained 
titration method. The coeff. variation single 
determinations standard soln. was +3-2%. 
WALLER 


1672. The ion-exchangeable calcium raw and 
heated skim determined the “resin 
Gehrke (Missouri Univ., Columbia, Mo., U.S.A.). 
Dairy Sci., 1956, (9), 
exchangeable (I) skim milk determined 
contact with Amberlite IRC-50 resin previously 
treated with aq. KOH and then buffered 
(pH with aq. KOH-KH,PO,. The sample 
(25 ml) allowed react with the treated resin 
(15 ml) for times min., the resin 
then washed with water and the eluted with 
HCl (1:3) for titration with EDTA. Heating 
40°, 60° and 80° for min. had effect the 
skim milk, but significant progressive decreases 
were observed 100° 120° (30, and min.). 
The rate removal was less than half that 
for raw and pasteurised milk receiving comparable 
heat-treatment. The significance these results 


1673. The limits variation the characters 
butter fat. Kuzdzal-Savoie (Inst. Nat. 
Recherche Agronomique, France). 
1956, 49, analyses iodine and 
saponification values and Reichert and Polenske 
values butter and milk fats have been made. 
wide variance the values depending natural con- 
ditions and the breed cow has been demonstrated. 
suggested that the limits values for the 


ratio admissible France are too narrow; 


the Reichert value and the Polenske value. 
SLATER 


1674. Detection cherry, plum, apricot, peach, 
black- and red-currants candied fruits and jams. 
Czaja (Botanischen Inst. der Tech. Hoch- 
schule, Aachen, Germany). LebensmittUnter- 
such., 1956, 104 (4), 269-275.—A method detecting 
constituent fruits jams, etc., means histo- 
logical characteristics described, e.g., the stone 
cells the mesocarp cherries, plums and apricots, 
and the distinctive sclerenchymatous fibres the 
various species. ABSTR. 


1675. Paper-chromatographic identification 
thickening materials foods. Becker and 
Eder (Wissenschaftlichen Lab. Dtsch. Arkady- 
G.m.b.H., Hanover). LebensmitiUntersuch., 1956, 
104 (3), 187-192.—The pptn. reactions useful 
dealing with pure thickening materials seldom 
give clear-cut results with mixtures or, e.g., protein. 


Since most thickening substances consist carbo- 
hydrate material, paper chromatography offers 
means identification sugars and similar 
substances. The substance hydrolysed for hr. 
with H,SO,, the H,SO, removed with Ba(OH), 
and the clear filtrate concentrated vacuo. With 
aniline, chromatograms for carob-beanseed meal, 
agar, pectin, tylose, carboxymethylcellulose, etc., 
with suitable control soln., are illustrated. 
ABSTR. 


1676. Analysis vanilla and related flavouring 
materials. Wollermann (Univ. Illinois, U.S.A.). 
Dissert. Abstr., 1956, (5), 940-941.—Two pro- 
cedures for estimating vanilla and some related 
compounds vanillin extracts were studied. The 
Folin Denis method was modified lowering the 
concentration Na,CO, reagent 10% 
adding 5ml 10% sodium hexametaphosphate 
just before adding tungstophosphoric molybdo- 
phosphoric acid reagents, that pptn. occurred 
when the blue colour developed. The modification 
was applied the estimation vanillin and 
vanitrope (propenylguaethol). Laevulose and vanil- 
lic acid interfere. the u.v. absorption method 
required for max. absorption. The value 
vanillin was Procedures were devised for 
analysing mixtures vanillin and propenylguaethol, 
with u.v. absorption, both acidic and basic soln. 
Excess (from acetate clarification reagent) 
alkaline soln. was complexed both sodium 
hexametaphosphate (up 9-8) and sodium 
recommended for the determination vanillin. 
Vanillin (about 10%) was lost from soln. lead 
defecation and more the removal excess 


1677. Paper-chromatographic analysis car- 
boxylic acid ester mixtures and its application 
the investigation synthetic and natural flavours. 
(Second report hydroxamic acid complexes.) 
Bayer and Reuther (Forschungs Inst. fiir 
Rebenziichtung, Geilweilerhof iiber Landau, Ger- 
many). Angew. Chem., 1956, (22), 
Carboxylic acid esters are converted into the corre- 
sponding hydroxamic acids and separated paper 
impregnated with FeCl, hydroxamic acid 
complexes. Quantitative micro-determination 
the carboxylic acid esters made photometrically 
the eluted violet complex compounds. Methods 
are described for applying the process the 
separation and determination esters fruit 
juices, fats and wines. PHILLIPS 


1678. Investigation and identification dulcin 
various foodstuffs paper chromatography. 
Deshusses and Desbaumes (Lab. Cantonal 
Chimie, Geneva). Mitt. Lebensmitt. Hyg., Bern, 
1956, (4), reviewing several pro- 
cedures, the authors give details their method 
for the extraction dulcin from alcoholic and non- 
alcoholic beverages, jam, chocolate, ice-cream, 
yoghourt, etc., with Carrez reagent mixture 
aq. soln. and acetate]. The result- 
ing soln. chromatographed the ascending 
technique Whatman No. paper, with aq. 
NH, saturated with isobutyl methyl ketone 
solvent. The spot revealed p-dimethyl- 
this method, dulcin per litre beverage 
easily detected. FELIx 
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1679. Identification certifiable food colours. 
Determination values single food colours. 
Verma and Ram Das (Nat. Phys. Lab. 
India, Delhi). Sci. Ind. Res., India, 1956, 
monly used the food industry have been deter- 
mined number solvents and shown 
that the chromatographic procedure offers simple 
means identifying the dyes. 


1680. Theory method determination 
preserving materials fish industrial products. 
Determination, distribution and duration pre- 
serving materials fish industrial products. 
Hutschenreuter (Bundesforschungsanstalt 
Fischerei, Hamburg-Altona, Germany). Lebens- 
mittUntersuch., 1956, 104 (3), use 
new method isolation and determination 
indicated that salicylic acid was rapidly trans- 
ferred from oil infusion into fish flesh form 
stable compound with fish protein. Similarly, 
benzoic acid acid medium transferred the 
first hour and after hr. ~90% has penetrated 
into the fish flesh. industrial prep. vinegar 
salt infusion without protein, cleavage hexamine 
formaldehyde per Addition protein com- 
ponent (e.g., destroys the equilibrium, 
more formaldehyde split off and forms measure 
the fish flesh added. Some formaldehyde reacts 
with tryptophan and histidine, but the amount 


1681. Rapid volumetric determination caffeine 
coffee extracts. Prange and Walther 
(Bezirkshygiene-Inst. Halle, Germany). Lebens- 
mittUntersuch., 1956, 104 (4), 
extract [made treating ground coffee 
with boiling water (150 ml) and filtering] 
shaken min.) with NaOH (15%) and 
After separation, the layer 
filtered, and the filtrate (10ml 
and the driven off heating. 
filter-crucible, previously treated with water, are 
added, without suction, H,SO, (16%) ml), iodine 
soln. and the cooled aq. soln. 
caffeine. Suction applied after min., then air 
drawn through the caffeine periodide ppt. for 
2min. The last traces liquid are removed from 
the crucible with filter-paper. The ppt. dissolved 
ml) into flask and the mixture titrated with 
with starch indicator. The 
determination completed within min. and the 
accuracy compares favourably with that other 


methods. ABSTR. 
1682. Ascorbic acid maté. Quantitative 


Quim. Ind., Rio Janeiro, 1956, 25, 14-16.—A 
method for the separation and identification 
ascorbic acid maté based the chromato- 
graphic separation the osazone. PRITCHARD 


1683. Resolution mixtures cohumulone, 
humulone and adhumulone reversed-phase parti- 
tion chromatography. Spetsig and 
Steninger (Forskningslab. LKB, 
Sweden). Inst. Brew., 1956, (4), 333-336.— 
The reversed-phase partition chromatographic 
method Howard and Martin (Biochem. J., 1950, 
46, 532) the extended form Silk and Hahn 
(Biochem. 1954, 56, 407) has been used separate 
cohumulone, humulone and adhumulone from the 


[Abstr. 1679-1687 


Pb-pptd. fraction 8mg) methanolic hop 
extracts. Satisfactory separation achieved with 
Super-Cel (previously treated with 
silane) mixed with with either 61% (w/w) aq. 
methanol eluent, gradient elution with 
61% aq. methanol. The humulones were estimated 
advisable keep eluate fractions the dark and 
add trace antioxidant the solvents. 

1684. Potentiometric titration grape antho- 
Compt. Rend., 1956, 243 (10), 788-790.—Grape 
anthocyanins, tartaric acid (pH 3), and the 
titanous chloride pre-determined intervals, the 
redox potential being measured after each addition. 
second sample, quantity titanous chloride 
added, calculated from the results obtained the 
first test sufficient reduce the redox potential 
zero. The solution then oxidised series 
additions dichlorophenolindophenol solution 
pre-determined intervals, again measuring the 
redox potential after each addition. Titration 
curves (quantity reagent added plotted against 
redox potential) are constructed for each titration. 
found that the polyphenols (tannins and 
anthocyanins) grapes begin reduced 
titanous chloride relatively high potential 
(0-3 but are re-oxidised low potentials 
0-1 which correspond potentials attained 
wines that have been preserved the complete 
absence air. The reduction titration curves 
macerated pulps from red grapes show sharp 
“plateau” (pH 3). The oxidation 
titration curve with dichlorophenolindophenol, 
methylene blue added, shows similar step. 
The application and significance these techniques 
the analysis wines are discussed. 

ABSTR. 


analytical constant for fats (ghee) and oils. 
Mustard oil. Chatterji and Umesh 
Chandra (Chem. Dept., Lucknow Univ., India). 
anal. Chem., 1956, (6), 418-421 (in 
The specific and molecular refractivities various 
genuine expressed mustard oils obtained different 
processes are between and 0-30607 and 
293-24 and 294-13, respectively. Graphs per- 
centage adulteration against molecular specific 
refractivity are linear for adulteration with sesame, 


groundnut, safflower, linseed argemone oils. 


1686. simple modified method for the deter- 
mination vitamin sterile milk. Kadaba 
and Herreid (Illinois Agric. Exp. Sta., Urbana, 
Ill., Dairy 1956, (9), 1247- 
1250.—The fat extracted from the sample the 
procedure given and vitamin determined 
soln. the fat CHCl, from the extinction 
obtained treatment with activated 
glycerol dichlorohydrin. Saponification the sam- 
ple avoided. correction applied for carotene, 
estimated separately from the extinction 420 
Concn. vitamin-A acetate between 
tion, and the standard deviation between duplicate 
determinations 0-15 per ml. 

SHaw 


1687. Method for the determination vitamin 
with sodium Olifson and 
Markhashov. Delo, 1956, (5), 


Abstr. 1688-1695] 


acid reduces sodium molybdo- 
silicate give blue colour that can evaluated 
absorptiometrically. alcohols, alde- 
hydes organic acids not interfere. Pyro- 
gallol, tannin, quinol, Zn, H,S and ammonium 
sulphide give colours with the reagent. 


1688. The chemical estimation vitamin-E 
activity cereal products. 
Eggitt and Norris (Spillers Ltd., 
Cambridge, England). Sci. Food Agric., 1956, 
(7) isolated from wheat 
bran, has been studied. its properties 
5-methyltocol. Difficulties applying the Quaife 
nitrosation technique Biol. Chem., 1948, 175, 
605) the tocopherols are discussed. The factor 
converting depth colour concentration when 
e-tocopherol assayed the modified Emmerie 
Engel method (cf. Eggitt and Ward, Sci. Food 
Agric., 1953, 569; Ibid., 1955, 329) 96. 

HEATH 


See also Abstracts 1570, 1571, 1653, 1719, 1729. 


Sanitation 


1689. rapid determination small amount 
arsine the atmosphere means detector 
tube. Yoshitaka Kobayashi (Faculty 
Yokohama Univ., Minami-ku, Yokohama). 
Chem. Soc. Japan, Ind. Chem. Sect., 1956, (8), 
dil. HgCl, soln. and dried about 100° make 
the total weight 120% the initial SiO, and the 
HgCl, content The product 
packed thin glass tube (diam. 2mm, length 
The sample air (100 ml) passed 
through the detector const. rate per sec.), 
and the length coloured layer measured. 
empirical table used for calculating the content 
factors affecting the length the coloured layer 
(temp., inner diameter the tube, etc.) are all 
made from empirical tables. interference results 
from gases other than PH, and H,Se. the 
presence H,S (0-01 0-1%), tube containing 
connected the detector, that 
H,S quantitatively absorbed. 


1690. Radiometric methods for drinking-water 
analysis. Moeller, Terrill, jun., and 
Seal (Dept. Health, Educ. and Welfare, 
Washington, D.C., U.S.A.). Proc. Int. Conf. 
Uses Atomic Energy, 1955, [1956], 15, 
49-53.—Radiometric titration procedures for the 
determination Cl- and SO,?- water are 
described. 


1691. Advances the compleximetric determina- 
tion hardness water. Nielsch. Glas-Email- 
1956, (8), 287-291; (9) 331-335.— 
detailed account given the well-proved 
methods titrating CaO and MgO with disodium 
ethylenediaminetetra-acetate in- 
cluding the removal sequestering the inter- 
fering ions CO,?-, Fe, Al, Mn, Cu, Co, 
and Pb. The removal and shaking with 
recommended. 


1692. Rapid semi-micro method for determining 
hardness water. Camiou. Asoc. 
Estudiantes Quim. Uruguay, 1955, (4), 
The Schwarzenbach colorimetric method (Heiv. 
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Chim. Acta, 1946, 29, 811) described and the 
principles are explained, with references. The 
method adapted for use with 10-ml samples 
water, and the effects are examined variations 
the buffer, the indicator and method addition, 
and the details the addition the EDTA. 

LEIGHTON 


1693. new method for the micro-determination 
the cupric ion [in water) the use enzyme. 
Isao Yamazaki and Kei Fujinaga (Chem. Dept., 
Faculty Hokkaido Univ., Sapporo). 
Chem. Soc. Japan, Pure Chem. Sect., 1956, (8), 
was found that the rate oxidation 
reductone (I) with peroxidase (II) increases 
phosphate buffer). The amount 10-4 
oxidised during given time reaction pro- 
similar effect observed with 10-5 
and The sample soln. (0-5 ml) is. 
determined from its absorption 403 my), the 
buffer ml) and soln. 10-4 made from 
glucose and NaOH), and set aside 25°. The 
reaction stopped the addition H,SO, 
ml) and the amount unchanged determined 
iodimetrically. This method can satisfactorily 
applied the determination natural and 
purified water. 


1694. Acid pretreatment aluminium and 
fluoride determinations water]. Jones 
and Clark (Water Dept., Minneapolis, Minn., 
Amer. Wat. Wks Ass., 1956, (7), 
involves recognised correction for Al. Discrepant 
results were traced the fact that the 
procedure for determining the initial 
water sample (50 ml) titrated only the methyl 
orange end-point for alkalinity. ensure com- 
plete solubility Al, and more accurate estimation, 
additional 0-2 0-3 0-1 H,SO, should 


‘be added, and the acidified liquid should set 


aside for least hr., and preferably overnight, 
before the acetate buffer and aluminon indicator 
are added. Moreover, the working 
standard” aluminium soln. recommended 
“Standard Methods” satisfactory only when 
freshly prepared. For the “acid 
samples and standards described above leads 
more intense colours and greater reproduci- 
bility results. Correction curves for the deter- 
mination the presence are presented 
and their mode application exemplified. 


1695. Precision modified routine nitrate 
nitrite analysis sea Marvin (U.S 
Fish and Wild Life Serv., Fort Crockett, Galveston, 
Texas, U.S.A.). Mar. Res., 1955, 14, 79-87.— 
The method Zwicker and Robinson for the photo- 
(J. Mar. Res., 1944, 214) modified diluting 
the sample with pt. distilled water. this 
way the determination can carried out the 
micro cell the Fisher electrophotometer. 
The strychnidine reagent employed (0-3 millimole 
per litre conc. H,SO,) suitable for 
concn. from per litre. The largest 
single source error the method the variation 
the heat formation during mixing the 
diluted sample and reagent. Good precision can 
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maintained the mixing performed carefully. 
reagent added form layer under the 
sample. The soln. are mixed pouring into 
15-ml tube and back. After the soln. has stood for 
4hr. the dark, the extinction measured 


1696. Recommended methods for the analysis 
trade effluents. Methods for the determination 
chromium, lead and selenium. Joint A.B.C.M. 
Committee Methods for the Analysis 
Trade Effluents. Analyst, 1956, 81, 
After destruction organic matter, total 
oxidised chromate, which then treated with 
diphenylcarbazide soln. and the extinction the 
violet soln. measured samples 
sufficiently free from colour, unreduced chromate 
may determined direct application the 
test. For (up 100 the sample evapor- 
ated with HNO, and the organic matter des- 
troyed either ashing low temp. wet- 
ashing. The residue dil. HNO, soln. extracted 
with chloroformic dithizone soln. the presence 
KCN and aq. the re-extracted from 
this extract with dil. HNO, and again extracted 
with dithizone before. The extinction the 
pink dithizonate soln. (washed free from uncom- 
tive visual colorimetric method described (range, 
For Se, the effluent evaporated 
with HNO, and ml) and the organic matter 
destroyed fuming with H,SO,. The diluted 
residue distilled with H,SO, and HBr containing 
free Br, aliquot the distillate treated with 
ascorbic acid, and the coloured turbidity com- 
pared with that dilutions standard distillate 
prepared the same manner. 


1697. Two-point method for estimation first- 
stage Rhame (Water Pollution Control 
Authority, Columbia, S.C.). Sewage Ind. Wastes, 
1956, (9), 1087-1093.—The constants the 
monomolecular formula relation B.O.D. 
sewage and industrial wastes and the first-stage 
B.O.D. curve are evaluated the basis con- 
siderable experimental evidence, and procedure 
described enable the calculation B.O.D. 
curve constants made from relatively small 
amount work the laboratory and the 
calculator. 


1698. Investigation the chemical oxygen de- 
mand determination. Lawton (Hydraulic 
and Sanitary Lab., Civil Engng Dept., Univ. 
Wisconsin, Madison, Wis. Acad. 
Sci. Arts Leit., 1955, [1956], 44, 45-56.—An oxida- 
tion mixture (A) consisting dissolved 
conc. H,SO, added make litre) used 
oxidise water effluent sample (40 sample 
refluxed for hr. with A). The excess 
determined titration with 0-25 ferrous 
ammonium sulphate, with o-phenanthroline 
H,SO,) indicator. The end-point sharp 
(green red). blank with carried out. 
The reaction can catalysed which 
increases the value most wastes (optimum 
ratio varies considerably between types waste. 
For routine control and survey work, C.O.D. 


[Abstr. 1696-1702 


determinations may often used instead 
B.O.D., provided this ratio has been well established. 
S.C.I. 


1699. Evaluation methods currently used 
determine and odour for industrial 
wastes. Ettinger (Robert Taft Sanitary 
Engng Center, USPHS, Cincinnati, Ohio). Sewage 
Ind. Wastes, 1956, (9), min. 
working requirements the threshold odour no, 
and other odour tests are discussed and defined. 
The relation between B.O.D. and chemical oxygen 
demand (C.O.D.) examined and the significance 
the difference between the two values discussed. 

ABSTR. 


1700. Analytical determination trace constitu- 
ents metal-finishing effluents. VII. Colorimetric 
determination manganese effluents. 
Serfass and Muraca (Lehigh Univ., Bethlehem, 
Pa., U.S.A.). Plating, 1955, 42, 
samples effluent (20 ml) are added 
500-ml Erlenmeyer flasks. After the addition 
H,SO,, the soln. are evaporated fumes SO, and 
kept that temp. min. Further evaporations 
after additions conc. HNO, may 
necessary remove organic but the soln. must 
water, the soln. are filtered preferably centri- 
fuged. reducing matter present, the soln. are 
followed KIO,. The soln. are slowly 
heated and kept just below the boiling-point for 
min. (or until max. colour developed). 
blank prepared reducing one soln. with four 
drops conc. HCl. After the soln. have been heated 
for min. just below the boiling-point, they are 
cooled, filtered and made 250ml. The 
extinction each soln. measured either 
colorimeter with green filter (No. 54) 
spectrophotometer pure water being 
used standard. this method, which has 
determined satisfactorily the range p.p.m., 
even the presence 5000 p.p.m. common 
cations, well large amounts organic 
material. 


See also Abstract 1537. 
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1701. Reduction errors vegetable analysis 
flame spectrometry. Pinta and Bove. 
Compt. Rend., 1956, 243 (2), 179-181.—A method 
for correcting for phosphorus interference with the 
flame-photometric determination vegetable 
tissues liquids described. graph given for 
making the appropriate adjustments. 

ABSTR. 


1702. The use adsorption chromatography 
the analysis carotene pigments and their stereo- 
isomers. Savinov. Komiss. Anal. 
Khim., Akad. Nauk, SSSR, 1955, 122-136; 
Ref. Zhur., Khim., 1956, Abstr. No. 36,115.—A 
method described for the stepwise chromatographic 
separation mixture the natural isomers 
carotene and its products (the carotenoids) 
extracts from various plant materials. the first 
stage (the separation the carotenes from chloro- 
and the carotenoids) the use MgO ad- 
sorbent moisture content and the 
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washing the chromatogram with pure benzene, 
are recommended. The carotenes pass through the 
column, while the other components are strongly 
adsorbed. The separation the isomers caro- 
tene carried out the same adsorbent, but the 
column washed with light petroleum (boiling 
fine separation all the carotene pig- 
ments achieved only after careful establishment 
the analytical conditions each case. Examples 
are given such separation and the identifica- 
tion the components various products plant 
origin. well Al,O, and the oxides and carbon- 
ates the alkaline-earth metals, bentonitic clays 
and diatomite are used adsorbents. 


1703. Rapid method determining pentosans 
wood. Kyurshner (Inst. for Timber Research, 
Slovak Acad. Sci., Bratislava). Prikl. Khim., 
1956, (8), determining 
pentosans are reviewed and references are 
given. rapid method, based hydrolysis 
pentosans means HCl furfuraldehyde, 
which determined gravimetrically the dis- 
described. d-Xylose, the main component 
pentosans, and d-arabinose give theoretical yields 


1704. The determination carbonate carbon 
dioxide soils and earths. Khramov and 
Kolosova. Uch. Zap. Univ., 1955, 
42, 121-123; Ref. Zhur., Khim., 1956, Abstr. No. 
32,780.—The simplified apparatus consists 
conical flask fitted with dropping-funnel 
and exit tube leading into test-tube containing 
H,SO,. For the exit CO,, the rubber bung the 
test-tube has thin glass tube through it. Place 
HCl (1:2) the funnel and the 
test-tube just cover the end the tube from 
the flask. Assemble the apparatus and weigh 
technical scales. Place soil the flask 
and re-weigh. Run the HCl from the funnel 
such rate that the CO, evolved not faster than 
two bubbles per sec. When the reaction slows 
down, warm the flask for min. 70° 80° 
that the rate evolution the gas remains steady. 
Cool, air through the apparatus and weigh. 
The absolute discrepancy compared with the 
gravimetric results 0-1 The analysis 
takes about min. and useful for mass analyses 
field conditions. The method not applicable 


1705. Geochemical field methods for the deter- 
mination tungsten and molybdenum soils. 
North (Chem. Res. Lab., Teddington, Middx., 
England). Analyst, 1956, 81, soil 
sample heated with flux containing 
Na,CO,, NaCl and KNO, (5:4:1), the melt 
leached with hot water and the vol. liquid 
adjusted 5ml. After further heating water 
bath, aliquot the supernatant portion 
treated with soln. SnCl,.2H,O conc. HCl, 
and again heated reduce interfering metals. 
then heated with isoamyl acetate containing 
(dithiol) until most the 
ester hydrolysed. The cooled liquid shaken 
with colourless kerosene and green 
colour the layer compared 
visually with that standards. For Mo, after 
similar fusion and leaching, aliquot the super- 
natant liquid treated with hydroxylamine 
hydrochloride and shaken with the dithiol soln. 


several times during min. After removal the 
aq. phase, the mixture shaken with conc. HCl and 
the colour the green complex the 
ester layer compared with that standards. 
The method can used for the determination 
over range 400 p.p.m., and over the 
range 100 p.p.m., and can modified for the 
determination larger amounts. 
JONES 


1706. Rapid determination nitrogen and phos- 
phorus pentoxide ammonium phosphate fertiliser 
solutions. Bernhart and Bryant (Victor 
Chem. Works, Chicago Heights, Agric. 
Food Chem., 1956, (8), 688-689.—The method 
described based the fact that the ammonium 
phosphate fertiliser solution, which the 
P,O, ratio 1:3, mixture and 
titrated (NH,)H,PO, with HCl, and then 
converted into NaH,PO, boiling with 
NaOH and back-titrating with standard acid. 
Values obtained are accurate within 1%. 

WALLER 


1707. Modified indirect conductivity method for 
determining water cottonseed meal. Han- 
cock and Burdick (Texas Engng Exp. Sta., 
Texas College System, College Sta., Tex.). 
(J. Agric. Food Chem., 1956, (9), 
Indirect conductivities and moisture were deter- 
mined cottonseed-meal samples (3-1 
water). The following values were obtained 
from statistical analysis the data—equation 
regression line, H,O (%) (73-4) (millimhos) —22-1; 
correlation coeff., 0-997; standard deviation from 
regression line, H,O. Replicate deter- 
minations were made each two samples (4-2 
and 9-6% water); for both samples the standard 
deviation was H,O. The method has 
therefore satisfactory accuracy and precision for 
practical applications. The determination takes 
about min., but only min. duplicate sets 
stirring apparatus are used. 


1708. Micro-quantitative determination nitro- 
furazone 1:5000 solutions. Shvartsman. 
Aptechnoe Delo, 1956, (5), 
add two drops 10% soln. NaOH and 
1:5000 nitrofurazone test soln. Set the mixture 
aside for min., when the soln. changes from 
orange pale yellow colourless; add 
dil. H,SO, and titrate the liberated iodine with 
Carry out blank experiment 
the same time. 


1709. Colorimetric determination metaldehyde 
residues plants. Giang and Smith 
(Entomology Res. Branch, U.S. Dept. Agric., 
Beltsville, Md., U.S.A.). Agric. Food Chem., 
1956, (7), 623-625.—The method given based 
that described Barker and Summerson 
Biol. Chem., 1941, 188, involves the con- 
version metaldehyde into acetaldehyde, which 
forms brilliant violet colour conc. H,SO, with 
weighed quantity the chopped 
plant material 100 shaking for hr. with 
(200 ml), and filter through plug cotton 
wool into separating funnel. Add cold soln. 
(2%) (12 ml) and shake for min.; transfer 
the layer second separating funnel and 
wash with iced water 40ml). Filter the 
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solution through thick plug cotton wool. 
Into ice-cooled steam-distillation flask introduce 
dil. H,SO, (10 ml), followed aliquot 
the soln., and distil slowly into 
the flask. Decant the aq. layer from the receiver 
into calibrated flask; wash the layer 
with iced water adding the washings 
the flask; adjust vol. with water. Transfer 
the aq. soln. separating funnel without rinsing, 
add n-hexane shake well remove last 
traces and separate the aq. layer. Place 
tube and immerse the tube ice bath. Add 
the hexane-extracted soln., mix well and 
add four drops p-phenylphenol reagent 
dilute 100 with water). Allow stand 
20° 30° for hr.; immerse the tube boiling 
water for sec.; cool and measure the absorption, 
against sample blank, with filter No. 56. 
The metaldehyde estimated from standard 
curve. HEATH 


1710. Refractometric analysis plant insecti- 
cides. Estimation Lindane 
fiir Pflanzenschutz, Phys.-chem. Inst., Belgrade). 
Bull. Soc. Chim. Belgrade, 1956, (2), 
The determination hexachlorocyclohexane dust 
spray concn. insecticides means extrac- 
tion with acetone and subsequent measurement 


1711. estimation 2:2-di-chlorovinyl 
dimethyl phosphate spray residues. Giang, 
Smith and Hall (Entomology Res. 
Branch, Agric. Res. Service, U.S. Dept. Agric., 
Beltsville, Md., U.S.A.). Agric. Food Chem., 
1956, (7), dimethyl 
phosphate (I) has been found effective against 
fruit fly and melon fly Hawaii, and sensitive 
enzymic method determining organic 
insecticides (Giang and Hall, Brit. Abstr. 1952, 
225) has been modified for the determination 
residues sub-tropical fruit. The method con- 
sists the extraction from the freshly chopped 
plant material with evaporation the 
extract the presence aq. ethanol (20% v/v) 
and adjustment the 7-0 with 0-02 NaOH. 
The resulting soln. treated with standard cholin- 
esterase and buffer soln., incubated 25° for 
min., and the degree hydrolysis determined 
the measurement the resulting pH. The 
concn. determined from standard graph. 

HEATH 


1712. The analysis formulated schradan 
insecticides. Gardner and Owen (Fisons 
Pest Control Ltd., Harston, Cambs., England). 
Sci. Food 1956, (7), 
insecticide formulations may contain schradan 
(bisdimethylaminophosphonous 
trisdimethylaminophosphine oxide (II) and 
phosphoric pentadimethylamide (III), together with 
other non-phosphorus-containing ingredients. The 
method analysis based differential hydrolysis 
and extraction the major components with 
the presence water, and portions the 
resulting aq. soln. are used determine these three 
ingredients. Mild alkaline hydrolysis accounts for 
99% III and the hydrolysis products 
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remaining the aq. layer after extraction with 
The CHCl, extracts all and the 
remaining 93% Strong alkali hydrolyses all 
and III, and the products these remain 
the aq. layer, being estimated the 
layer. The amount present determined from 
standard graph, the colour produced with molyb- 
dovanadophosphate reagent being used. 
HEATH 


1713. Colorimetric method for the determination 
and 
related compounds. Burchfield and 
Storrs. Contr. Boyce Thompson Inst., 1956, (8), 
319-330.—sym.-Triazine derivatives with active 
halogen atoms substituted the heterocyclic ring 
will react with aq. anhyd. pyridine give water- 
soluble compounds that become intensely yellow 
the presence alkali. Glycine 
colour. 5-ml aliquot aq. 
the triazine, either the presence absence 
N/30 phosphate buffer 7-0 (which represses 
the colour intensity), treated with pyri- 
dine glycine reagent (70% aq. soln. pyridine 
saturated with glycine and filtered). After min., 
and the soln. transferred cell. Absorb- 
ance measurements are made intervals 
against reagent blank 440 and the value 
min. after the addition alkali interpolated. 
Interference from coloured pigments extracted 
from green plants and fungus spores can elim- 
inated almost completely carrying out the 
reaction anhyd. pyridine, diluting with light 
petroleum and extracting with water. 

BRICKELL 


1714. Development method for coal-tar 
fungicide analysis and comparison between the 
chemical analysis proprietary materials and their 
biological performance the field. Coles, 
Hort., Long Ashton Res. Sta., Bristol Univ., 
England). Rubb. Res. Inst. Malaya, 1956, 14, 
method for analysis 
fungicides based the determination phenols, 
bases and neutral oils after the separation ‘of water 
and formulating solids. Water removed 
distillation with benzene. Process adjuvants pptd. 
the oil soln. this stage are separated con- 
tinuous benzene extraction the oil, with speci- 
ally designed extraction assembly. Acids and 
bases are separated from the oil soln. counter- 
current extractions. The tar components are 
obtained removal benzene, the last traces 
being eliminated azeotropic distillation with 
methanol. The results bio-assays various 
fungicides against are 
correlated with those chemical analyses. The 
predominating effect the phenols determining 
fungicidal activity confirmed. WALLER 


See also Abstract 1618. 
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General 


1715. with interchangeable 
capillaries. Mavrodineanu (Boyce Thompson 
Institute for Plant Research, Inc., Yonkers N.Y., 
U.S.A.). Contr. Boyce Thompson Inst., 1956, 


Abstr. 


(8), 331-332.—The apparatus consists essentially 
concentric differential manometer which 
capillary tubes different diameters and lengths 
can connected through ground glass joints, 
making closed system. The gas metered 
enters and leaves side-arms after passing through 
the capillary, and the resulting pressure differential 
measured displacement coloured oil the 
manometer. BRICKELL 


1716. all-glass circulating pump for gases. 
Watson (Olin Mathieson Chem. Corp., New 
Haven, Conn., U.S.A.). Canad. Technol., 1956, 
(5), 373-375.—The double-acting pump described 
for use closed system maintain gas circulation 
rates from 0-5 litre per min. 5-0 litres per 
min. pressures from about (Hg) 760 
(Hg) modification Leake’s design (cf. Sci. 
Instrum., 1953, piston reciprocates hori- 
zontally rate depending the switching 
frequency the current the solenoids. The 
switching electronically operated and only glass 
surfaces are exposed the circulating gas. The 
pump will not operate below pressure nor 
against pressure differential more than few 


1717. Improvements and relating apparatus 
for measuring the gas content liquids. National 
Research Development Corp. (Inventor: 
Williams). Brit. Pat. 761,870; date appl. 22.8.53.— 
The liquid exposed high vacuum extract 
the gases and the volume gases extracted 
measured. measured sample the liquid 
injected through nozzle into spray chamber 
vacuum. The spray chamber part closed 
system provided with valves and means for varying 
the pressure the liquid, whereby can 
recirculated through the nozzle into the spray 
chamber. 


1718. Simple installation for gravimetric micro- 
titration. Pécar (Inst. Inorg. Anal. and Phys. 
Chem., Zagreb Univ., Yugoslavia). Bull. Sci. 
1956, (1), 7-8 (in English).—The weight 
burette (cf. Brit. Abstr. AI, 1937, 267) conical 
flask ml) through the side which sealed 
capillary siphon having its longer external leg 
drawn tip. The tip coated with paraffin 
wax; capillary tension prevents flow unless the tip 
placed hollow porcelain plate which 
carried one arm lever, whereon supported 
springs that can vibrate. pressing the 
other arm the lever, raised into connection 
with the tip and the titrant flows. release, 
contact broken and flow stops, while vibration due 
the springs ensures good mixing. The final wt. 
titrant added found weighing the burette 
before and after titration. PEARSON 


1719. Improvements and relating the deter- 
mination formol nitrogen [particularly samples 
762,655; date appl. 18.12.52.—Apparatus for 
automatically determining formol degree (or titre) 
comprises automatic measuring devices for measur- 
ing out the required quantities the sample and 
formaldehyde (or other reagent having similar 
chemical reactions) into titration vessel, means 
(controlled device responsive the the 
mixture the vessel) for supplying suitable base 
until prescribed value attained the vessel 
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and for measuring the amount base added, and 
timing device for controlling the various 
tions the desired order. 


1720. The use the instrument 
51-V for the analysis gaseous hydrocarbons 
low-temperature rectification. Potolovskii, 
Symposium: Issledov. Neft. Nefteprodukt., 
M., 1955, 184-194; Ref. Zhur., 
Khim., 1956, Abstr. No. 36,128.—The instrument 
developed improved modification the semi- 
automatic for the analysis 
gaseous hydrocarbons rectification low temp. 
preserves the basic constructive advantages over 
other instruments with similar the collec- 
tion fractions graduated receivers with salt 
soln. allows them easily removed for analysis, 
since the fractions not have pumped out 
with Topler pump other types instrument; 
(b) the graduated receivers allow additional 
measurement (besides the automatically traced 
diagrams) the quantity fractions obtained 
distillation, which increases the reliability the 
analytical results; (c) mercury used the instru- 
ment only manometers, which great advan- 
tage compared with other automatic and semi- 


1721. Improvements and apparatus for deter- 
mining elements present traces organic sub- 
stances. Chemische Werke Hiils A.-G. Brit. Pat. 
762,597; date appl. 25.2.54.—The org. substance 
liquid form atomised with and the resulting 
illuminating gas flame and the sought-for 
elements are determined the reaction products 
that are formed. The apparatus comprises 
quartz burner with inner supply pipe for 
serving for the atomisation, supply pipe for the 
org. substance surrounding the O-supply pipe and 
fitted with capillary inlet, and supply pipes for 
the combustible gas and for the auxiliary flame, 
(b) combustion chamber provided with cooling 
jacket, and (c) receiver containing absorption 
agent, e.g., water aq. NaOH with few drops 
30% for the reaction products the com- 
bustion. Jacoss 


1722. New aids for paper chromatography. von 
Arx and Neher (Pharm. Dept., CIBA A.-G., 
Basel). Helv. Chim. Acta, 1956, (6), 
1670.—New aids are described for the execution and 
evaluation analytical, and especially preparative, 
paperchromatography. They trough with 
metal lid having slots which can take ten sheets 
paper simultaneously, which 
fluorescent-light for evaluating chrom- 
atograms, and pantograph for preparing per- 
manent records from chromatograms. 

Davis 


1723. Multiple gas-chromatographic apparatus for 
Schols and Dijkstra (Unilever Res. Lab., 
Netherlands). Rec. Chim. Pays- 
Bas, 1956, (7), 965-976 (in 
apparatus described for the separation high- 
boiling mixtures means vapour-phase chroma- 
tography temp. 250°. The stationary 
phase either silicone grease silicone rubber; 
the detector catharometer working the same 
temp. Davis 
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Optical 


1724. Applicability infra-red spectrophoto- 
meter detector gas chromatography. 
Liberti, Costa and Pauluzzi (Trieste Univ.). 
Chim. Ind., 1956, (8), 674-677.—An apparatus 
for gas chromatography, which infra-red 
spectrophotometer used detector, described. 
Usually the elution gases are passed through 
furnace (at 700°) and converted into CO, and the 
spectrophotometer regulated read 2336 
2367 (CO, band). Mixtures hydrocarbons 
can, however, detected without combustion 
3330 cm-! (C-H band). Substances not showing 
bands these regions not interfere, even 
chromatographic separation incomplete. Mixtures 
propane and propylene have been analysed, the 
percentage each component being calculated 
from the areas under the respective peaks, with 


1725. method spectrochemical 
analysis. Progress report the Committee 
Emission Spectroscopy. American Society 
Testing Materials (Philadelphia, Pa., U.S.A.). 
Bull. A.S.T.M., 1956, (216), survey 
known methods, criteria are stated for the 
establishment standard spectrographic pro- 
cedure for the rapid semi-quant. determination 
all metallic elements any sample (macro micro). 
Analyses different laboratories are reported for 
six reference mixes containing major elements 
Na, Ba, (iv) Sn, (v) and Na, 
and Zr. These data are being evaluated 
view the recognised criteria and the preparation 
universal method analysis. 


1726. Simple ultra-violet photometry applied 
physical and chemical analysis. Berton. Compt. 
Rend., 1956, 243 (14), general des- 
cription given u.v. photometer comprising 
discharge tube containing mercury, cadmium 
zinc vapour (according the product exam- 
ined), give u.v. beam which passes through the 
sample and falls photo-electric caesium 
antimony cell connected 12-V d.c. supply and 
sensitive galvanometer. Amplification the 
signal usually unnecessary. ABSTR. 


1727. Benzole meter. Anon. Coke Gas, 1956, 
(7), 279.—The Hanovia benzole meter gives 
rapid and accurate measurement benzole present 
rich coal gas that left the gas after the 
extraction process. The presence other con- 
stituents the gas does not interfere with the nor- 
mal operation the meter. essentially 
sensitive photo-electric photometer which 
fixed-length gas cell interposed between low- 
mercury vapour tube and photo-electric 
detector with quartz envelope. The electrical 
balance upset when benzole present the 
transmission path, and the state unbalance 
indicates the amount benzole the chamber. 

FUEL ABSTR. 


1728. Precise universal stage for microscopical 
examination fracture surfaces. McNeil 
(Defence Standards Lab., South Australian Branch). 
Manchr, 1956, 54, 
design and operation new precise universal 
stage suitable for the examination fracture 
surfaces moderate magnifications 100) 


upright metallurgical microscope are described 
and discussed. ABSTR. 


See also Abstracts 1491, 1613. 


Thermal 


1729. Economical semi-mechanical stirrer and 
tapper for the cryoscope. Green. Milk 
Tech., 1956, 19, construction 
semi-automatic sample stirrer and thermometer- 
tapper for the cryoscopic determination the 
freezing-point milk described. The average 
the differences observed freezing-point 
milk samples was the min. difference 
being nil, and the max., 0-007°. ABSTR. 


Electrical 


1730. Effect temperature the rate elec- 
Karnitskii (Rostov Med. Inst.). 
Zhur. Anal. Khim., 1956, (4), 
given electrode process the rate deposition 
affected the temp. accordance with the 
where 
the current strength, measures the rate, the 
temp. °C, the absolute temp., and 
and are constants. The equation confirmed 
over the range 20° 100°. The optimum temp. 
for rapid electrolysis the boiling-point. 

SMITH 


1731. New variation combined paper electro- 
phoresis and paper chromatography. Honeg- 
ger (Forschungslab. der Psychiatrischen Universi- 


tatsklinik, Basel). Helv. Chim. Acta, 1956, (6), 


new combination paper electro- 
phoresis and paper chromatography two different 
papers, and the apparatus for it, are described. 
The electrophoresis carried out first and the 
substances are then transferred elution from the 
electropherogram second strip. The applica- 
tion the method the volatile bases from 
normal urine described; substances identified 
include three not previously known present, 
namely ethylamine, colamine 
Davis 


1732. Some examples the use the enforced 
drop electrode. Aref’eva and Pozdnya- 
kova. Sb. Nauch. Trudy, Gos. Nauch. Inst. Tsvet. 
Met., 1955, (10), 338-344; Ref. Zhur., Khim., 
1956, Abstr. No. 25,921.—The ratio between the 
diffusion current waves from ordinary 
electrode (OE) and electrode with enforced 
the period drop formation OE, and the 
period drop formation ED. The current 
flowing through with 0-2 0-25 sec. 
HCl. This proportionality destroyed 
because the influence the large residual current 
such low concn. this basis, the authors 
affirm that has advantages over the 
determination small concn. metals, but has 
great practical significance the determination 
electronegative metals the presence larger 
quantity more electropositive metals. method 
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has been developed for the determination non- 
ferrous metals ores and their products (copper 
cakes, cadmium sponge, cadmium sulphide, nickel 
electrolytes, metallic Cd, soln. sulphates), 
the determination Zn, and the presence 
presence large quantity Cd; and the 
finely ground material aliquot the electro- 
lyte add dil. (2:1) and boil for 
min. determine Ni, crack the sample with 
mixture HNO, and and heat fumes 
boil for further min. Cool and add aq. 
NH, till Fe(OH), formed, then add 
excess. Make 100 and mix. about 
soln. carpenter’s glue (five drops), and take 
reading the polarograph. The necessary rate 
drop formation (ten drops 2-5 sec.) achieved 
regulation the gap between the capillary and 


1733. Adaptation combined interferometric and 
phaseplate gradient optics electrophoresis. 
Moore and Opperman (Columbia Univ., N.Y., 
Biophys. Acta, 1956, (1), 
the apparatus described, altered 
Rayleigh interferometer combined with modified 
Thouvert optical system (Ann. Phys., 1914, 369) 
and with the diagonal phaseplate described 
Wolter (Ann. Physik, 1950, 182). This arrange- 
ment permits simultaneous measurement the 
refractive indices and their gradients electro- 
phoresis cell, and also provides true baseline 


which measurements can based. The pattern 
obtained facilitates the exact location boundaries 
and measurement their magnitude, which may 
determined either counting the fringes 
determining their displacement boundary. 
SHaw 
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1734. pH-Measuring device. Casselia Farbwerke 
Mainkur A.-G. Brit. Pat. 760,551; date appl. 
15.10.54. Germany, date 
amplifier the meter one-stage d.c. cathode- 
follower amplifier) located the supporting head 
glass electrode that the resistance the 
connection the indicator need only relat- 
ively low value, and the requirements the 
quality the cable can easily met. 


1735. Process and apparatus for the determination 
isotope ratios stable isotopes gas. Stichting 
Voor Fundamenteel Onderzoek der Materie. Brit. 
Pat. 734,578; date appl. 28.12.51. Netherlands, 
date appl. 29.12.50.—The method based the 
known process for the determination com- 
ponent gaseous mixture from the selective 
absorption the infra-red, using periodic radiation, 
together with condenser, one the plates the 
condenser being thin metal sheet, which acts 
membrane, and indicates the pressure oscillations 
the gas the receiver, and double-beam device, 
the two receiver chambers being separated the 
membrane. The oscillations caused the mem- 
brane condenser the interruption the radiation 
are, after amplification, measured phase- and 
frequency-sensitive meter, the strongest signals 
being obtained frequency cycles. For the 
good result obtained the receiver chamber 
pressure 150 600 (300 400) mm, and has 
chambers, filling pressure 100 250 and 
length 100mm are suitable for the 


See also Abstract 1436. 


ABBREVIATIONS 


Certain abbreviations everyday use are not included the following list. When any 
doubt might arise from the use abbreviation symbol the word printed full. 


alternating current 
unit 
anhydrous 
approximate, 
aqueous 
atmospher-e, 
British thermal unit 
calorie 
calorie (small) 
centimetre 
coefficient 
concentration 
constant 
corrected 
crystalline. 
crystallised 
cubic 
current density 
cycles per second 
density 
density, relative 
direct current 
distilled 
ethylenediaminetetra-acetic 
acid 
electromotive 
equivalent 


gram-molecule 
half-wave potential 
hour 

hydrogen ion exponent 
infra-red 

insoluble 
international unit 


milli-equivalent 
milligram 
millilitre 
millimetre. 
millimicrogram 
millimolar. 

millivolt 

minute (time) 

molar (concentration) 

normal (concentration) 
optical rotation 

ounce 
parts per million 

per cent. (wt. 

per cent. (wt. vol.) 

per cent. (vol. vol.) 
potential difference 
precipitate (as noun) 
precipitated 
precipitating 

precipitation 

preparation 
qualitative, -ly 
quantitative, -ly 
recrystallised 
refractive index 
relative humidity 
revolutions per minute 
saponification 
saturated calomel electrode 
solution 

specific 

specific rotation 


square centimetre 
standard temp. and pressure 
temperature 

ultra-violet 
vapour density 
vapour pressure 


kilogram 
kilowatt 
liquid 
maxim-um, 
melting-point 
microgram 
microlitre 
micromole 


volt 

wavelength 


micron 


milliampere 


addition, the following symbols may used conjunction with numerical values 
mathematical expressions— 


The principal Pharmacopoeias are denoted B.P., U.S.P. D.A.B., together with the 
identifying roman numeral year. 


Valency states are represented superscript roman numeral, Substances 
the ionic state are represented Nat, Fe*+, etc., for cations and 
etc., for anions. 


a.c. milli-equiv. 
amp. 
anhyd. 
approx. 
aq. 
b.p. 
mol. 
g-cal. 
concn. 
const. 
(corr.) 
p.d. 
cu. ppt. 
c.d. pptd. 
c/s pptg. 
wt. per prep. 
dil. qual. 
d.c. quant. 
dist. recryst. 
EDTA 
e.m.f. r.h. 
equiv. 
sap. val. 
mole S.C.E. 
sec, 
sol. 
soln. 
Sp. 
sq. 
s.t.p. 
temp. 
v.d. 
max, v.p. 


Volume No. Abstracts 1415-1735 May, 


ANALYTICAL ABSTRACTS 


PUBLICATION 
THE SOCIETY FOR ANALYTICAL CHEMISTRY 


EDITORIAL. COMMITTEE 


Chairman: Chirnside 


and the President and Honorary Office 


President the Society: Hamence 


Secretary the Society: Hon, Assistant Secretary the Society: Treasurer the Society: 


Editor: Norman Evers, B.Sc., Ph.D., Assistant Editor: Mrs. Fisk, B.Sc. 


CONTENTS 


Abstract 


Biochemistry 


Food 


Sanitation 


Agriculture and Plant Biochemistry 


General Technique and Laboratory Apparatus 
Thermal 

Electrical 


Printed and Published for for Analytical Chemistry Heffer Sons Ltd., Cambridge, England. 
Communications addressed the Editor, Norman Evers, Belgrave Square, London, 
Enquiries about should addressed Walter Ltd., 47, Gresham Street, 


Entered Second Class New York, U.S.A., Post Office 


nbs 
~ 


